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(57) Abstract 

Compounds represented by formula (I) and salts or solvates of these, each being useful especially as an acyl coenzyme A cholesterol 
acyltnmsferase (ACAT) inhibitor, wherein (a) represents an optionally substituted divalent residue of benzene, pyridine, cyclohexane or 
naphthalene, or vinylcnc; Ar represents optionally substituted aryl; X represents -NH-, oxygen, or sulfur; Y represents -NR1-, oxygen, sulfur, 
sulfoxide, or sulfone; Z represents a single bond or -NR2-; Rl and R2 each represents hydrogen, optionally substituted lower alkyl, 
optionally substituted aiyl, or optionally substituted lower silylalkyl; I is an integer of 0 to 1 S; m is 2 or 3; and n is an integer of 0 to 3. 
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\^ p^y CI- juoLX'Tjim^cD mm rsm^B AS 20 0 0 (g±7-r ju^nm) 
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J 7 7 4 «ll)raStrHe pG 2 am 1 43 1^ S A C A T pflSf^/^ ( ifi iS i* -f b # ffl ) 

J 7 7 4«0]jaXliH e p G 2«Dlia* 2 A f:y V - V J 7 7 4«!llia{± 

DMEM, H e p G«J|jjattMEMi$«« (^n-eni 0 % ^ll&JSJ&Jf *^tf ) 
*fflV>^ 37-C. 5% CO.-f >:lri^-4'-.t:T2 4ll$raig«U>£:o IQu 
e/ml(02 5 -0H3 U;^5^D-;i/SV^^f:^^tf^^^jgO. 5ml{:^i^i 
m$ e. t 1 8ll§IWlg«Ufc„ «illlS|5§»&PB S-C 2InJi5feJ|»^ 1 . 5 m 1 ©-^^■t^ 
> : V7-Dyw-;i. (3 : 2 ) tWliB Lfco «rtB«J& 0 . 2 m 1 CD 

10% Triton X - 1 0 0 =fe ^ tf v r D r§/5? Jfeg ;3 U ;^ 
7^D-;u (TO 2iVi«SSai3 u;^5-n-;i. (fc) ^ t^,^ \. u ~ )V e 

-CjlPJ^ LZi, «flliaoill|Hi^iS;&. 0. 25mlcD2N NaOH{c37°C. 
3 0^}T?T!rr§;fbb. B CA Protein Assay Reagent (P 
ierce) S S S tJ^ L Ac o T C i: F C ® M *^ 6 g S t) (D 3 U x 7- D 

«&^21(c:j3^L;to 

2 1 





J 774«BJiaffii5g 
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MMit^m (1) :5-[2-(2 - (4 -yjUyt-xjy ai=.;v) - 3 

- (l-yi^)V-lH-'<K'Sr^J-JV-2-yfJV) - 2H 

;i'-N- (2, e-s^w'vrDtr^v^x^;!/) 

(WO92/0 9582 ^ZfSimO'^t■^'^ 



Mmit-^<^ ( 2 ) 



( + ) - (S) - 2- [5 - (3, 5-i?p<f-;nf^y. 
(3 — D >>'>'U'$S*^ 5 2 3 9 4 1 -^{Cig^O-fb^ 



*tfi^ib^t>(3) :N-(2. 2. 5, 5-5^b^^^;u-l, S-S^jT^+J- 

'-(2, 2-i?^-3=-;i/7'Dt:;i/)-N'-yr:;v>>i,-i' 
H3 -1 (S) -$/^D^:^i>;uai;:^7^;i. 

(3-D yni^mm 4 2 1 4 4 1 (C|3 CO -fb 1 



*ffS-fb^t» ( 4 ) 



[5 - (4, 5-S^*7x = ;i'-lH-'f$4^\/ — ;u-2- 
(W09 3/2 3 3 9 2{c:g3iJ0{b^ 



*rf?3<b^«J ( 5 ) 



: 6- ('OVf ^-b-y-;!/- 2 -N- (2, 6 
-i^-YvrDl^;i'7a:r::;i/) K 

(4$li¥9-88 6 6 0 ■^CD^MIJS 8 {Cg3il©Ybi 
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mmm 3 
mmmm 

^^^m'it-^mR-i/Mmib^^ t Lxiftizmm\^ftnm¥ 9-88660^ 

Ts Ai:V>do ) &V^m¥ 9 - 9 0 1 4 6 # (feiT. B i: V> ^ . ) 13 UK O -fb 
ffiCMSLx 0. 4 5 m©^ > :r ^ > ;^ 7 -f -'l'^ — Tana Ufco ZCDUmt?^ 

& » ia u o * s z z k: ^ L „ 
nmit,^^ (5) - (8) ttT^ miUARVB tzmm<D^(D{t-^<^^^mL 

tZo 



Mm<h-am (5) : 6- (^>^Jif-V'J-}]^- 2 - ^ -N- (2, 6 

^:>t!S-fb-&tJ (6) : 6 - (^>^y:^-tJ-^/-;v- 2 -N- (2, 6 

*f«3fb^tl (7) : 6 - [5 - (N, N - ;i ^ T S. J ^ ^ )V) ^>-Jir^ 

— 2 -N - (2, e-i^-fVT-Dt: 

(B O^illg^ 3 7{Cg3«©<b^<B!») 

>!*!?Sfb-&!ta (8) : 6- [5- (N, ^ - 'J }t ^ )VT K ^ ) ^>^J:^^^-J- 

2 - -N- (2, 6 - S^.-f V 7" D ;u 7 * 

iB(om.mm z 8 Jwiamo-fb^igj) 
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3g 2 2 





m m m 


pH 




m 1 


1. 2 


mtMM 6 


3 5 mg/m 1 


1. 2 


nmm i 3 


7. 4mg/ml 


1. 2 


^M^J 2 4 


1 7 mg/m I 


1. 2 


^srira { 5 ) 


0. 0 5 g/m 1 


1. 2 


(TT 
mm ( 7 ) 


0. 0 5^ g/m 1 


1. 2 


MAS (8) 


a60~400ju g/m 1 
170~180m g/m 1 


1. 2 
1. 2 



3ilj<i«J 1 

2- [4- [2- (-<>\/:4-:^-y-vr-;P- 2 

l-^*;!/] - N- (2. 6-i>--fvrDir;i/7xr:;i/) T-^ hTS. K Officii : 

1 - (2 - b KD4ri>:n5-^w) i^^^y (2,21 g, 17 mmol) i: 2-yu 
^-N- (2 , 6 - i?^ vro l^;U7x:z;p) T-b h T 5 H (t^fiH^ps - 1 5 8 
7 4 3 ^<Di?|/||fi«f!|lfc:8ai|il{0;trffilCj;?)^riE) (5.07 g. 17 mmol) © DMF 
(30 ml) mikizmm:^ V (2.35 g. 17 mmol) &;Uo^. 8 0 "C t? 2 BSf fit f|i 

BBiS^ ; 5'>^;irj5am^ ^'y-;!. : i; uuyi:)VL.= 1:20) T')is§aume.n 

fcJdiffl^T-b h >--.:^rt^->J; t) MiS® N- (2, 6 -i^-f y 7-D 
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- 2- [4 - (2-tKDdpi/3i5";i/) t:^7i?>-l-i';i/] T h T 
§ H 4.72 g (JR^ 80 %) ^MB^mt bTf#feo 

C10T;bn-;i/ (300 mg, 0.86 mmol) OTH F (5 ml) StfttC h U Ji?=-;u:r^ 
> (172 mg, 1.7 mmol) RV 4 - 2^ ;>( 5^ ;i/ $ ^ U > (10 mg, 0.09 mmol) 
*AOA. *^^Mi*Tx ^ >7.)\,it^-)V (115 mg, 1.0 mmol) ^JiSTL. 4 

O^0-Waif|ibfc„ ii5V>-t$ Y 'Jx^;i/Ti > (172 mg, 1.7 mmol) ykUaX. 

fll-fb^ iJ' >X;i/*n;i/ (115 mg, 1.0 mmol) <feJSTbs 2 0^Kjt 

L^to f#e.nfc^M*DMF (7 ml) t ^ffif b 2 - ^ ;i/ * r h ^ > :^ ^ -t^ V' - 
;i/ (130 mg, 0.86 mmol) . KK* U A (180 mg, 1.3 mmol) tl S-i'^'t;^ 
-6 (21 mg, 0.08 mmol) *iiD;i, 8 0 "C t? 1 K L o S itSM * T 

-f - (2^U:i7>r;i' 40 g, S^v^J^;-^:^-y->:T-feh>=5 : 1~10 : 3) T- 
ff?.nfc^^4T-feh>-^=^r-9-><tt)M*g®L> gOtJ-fb-^^ 326 mg 

(Jix^ 79 %) ^m^^v^mt \.xntz^ 

Wi^ : 161 - 163*'C 

IR (KBr) cm": 3318, 3290, 2961, 1664, 1495. 
IH-NMR (CDCl a) 6 : 

1.21 (12H. d. J=7.1 Hz). 2.57-2.80 (8H. m). 2.84 (2H, t, J=7.1 Hz), 
3.02 (2H. sept. J=7. 1 Hz), 3.22 (2H, s), 3.49 (2H. t, J=7.1 Hz). 
7.18 (IH. d, J=8.3 Hz), 7.19 (IH. d, J=6.8 Hz), 
7.21-7.33 (3H, m), 7.43 (IH, m). 7.59 (IH, m), 8.61 (IH, br s). 
BIMS m/z (relative intensity) : 480 (M*). 97 (100). 
7cfg;^tff : C27H3«N40»S i:L/T 
ItJfffi : C, 67.47; H. 7.55; N, 11.66; S, 6.67. 
: C. 57.47; H, 7.52; N, 11. SS; S, 6.65 
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2- [4- [2- 2 -1- t-^7^J>- 

--f;!/] -N- (2, 6-s;'-i'yrntf;U7ir;;i/) T-fehT^HOffiijig: 
2 - ^ * r h ^ > >y ;t ^ 1^- 1/ - ;KD fii t> D {C 2- ;>« * r h 5^ y - 

^m\^zmm0i i iiPi^jc^jts • Mai sm^t-^m^m^s^^mt i^xmtzo 

Wlf^ : 170 - ITl-C 

IB (KBr) cm-': 3435, 3311. 3281, 2961, 1666, 1500. 
IH-NMR (d.-DMSO) <S : 

1.14 (12H, d, J=7.1 Hz). 2.58-2.66 (8H. m). 2.77-2.82 (2H. a). 

3.06 (2H. sept. J=7.1 Hz). 3.12 (2H, s). 3.50 (2H. t. J=7.0 Hz). 

7.11 (IH. d, J=8.5 Hz), 7.11 (IH, d. J=6.6 Hz). 

7.21 (IH. dd, J=8.5. 6.6 Hz), 7.31 (IH, td. J=7.3, 1.2 Hz). 

7.42 (IH, td, J=7.3, 1.2 Hz), 7.80 (IH. ddd. J=7.3. 1.2. 0.7 Hz). 

7.90 (IH. ddd. J=7.3. 1.2. 0.7 Hz). 8.74 (IH. br s). 

BIMS m/z (relative intensity) : 496 (M*), 111 (100). 

TcSH^^if : CjtHssN^OSz tLX 

tinm : C. 65.29; H, 7.30; N, 11.28; S, 13.04. 

mmm -.■ C, 65.28; H. 7.42; N. 11.13; S. 12.91 

nmm 3 

2- [4- [2- (^^X-Y ^ <5^y-;i,- 2 --r ;U5^:J-) if^^t^>^- 

1 ji^l - N- (2. e-i^-rvrai^^i/^ i^-jv) t± hr ^ h'(omm ; 
-j^^m^^xmmm 1 tmmizRst^ • mLmt. ss/^^^^^mBs^n^mt Lxm 

Sfc^ : 207*C(d) 

IR (KBr) cm-': 3432, 3282. 2961. 1662, 1500. 
IH-NMR (de-DMSO) 6 : 

1.14 (12H. d. J=6.8 Hz), 2.57-2.65 (8H. m). 2.73-2.78 (2H. m), 
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3.05 (2H, sept, J=6.8 Hz), 3.12 (2H. s), 3.40 (2H, t, J=7.0 Hz). 

7.07 (2H, dd, J=5.9, 3.2 Hz). 7.11 (IH, d, J=8.6 Hz), 

7.11 (IH, d, J=6.6 Hz), 7.31 (IH. dd, J=8.6, 6.6 Hz). 

7.40 (2H. dd. J=5.9. 3.2 Hz). 8.74 (IH, br s). 

EIMS m/z (relative intensity) : 479 (M*), 316 (100). 

TC^^Iff : C2tH37NsOS tbX 

tfUffi : C, 67.61; H. 7.77; N. 14.60; S, 6.68. 

nmm : C, 67.46; H, 7.91; N, 14.39; S. 6.62. 

mmm 4 

2 - [4 - [2 - (7-A\'^i>'i} JV^n r:;^/^t>^;:j•^^•y•y-;l/-2-■<;l'f=■:^-) 

tr-^7i;>- .1 -N- (2, 6 - ^ v ^ a \^ Ji^ y ^ - )\.) t 
■fe $ KcDSSiS : 

^t;<£MfeiSSai: UTff fee 
ifi^ : 159 - 161°C 

IR (KBr) cm"': 3436, 3291, 2959, 1729, 1657. 
IH-NMR (CDCI3) 6 : 

1.21 (12H. d. J=6.8 Hz). 2.63-2.76 (8H. m), 2.86 (2H. t. J=6.8 Hz). 

3.00 (2H, sept. J=6.8 Hz). 3.21 (2H, s). 3.51 (2H, t. J=6.8 Hz)., 

4.00 (3H. s). 7.18 (IH. d. J=8.3 Hz), 7.18 (IH, d, J=7.1 Hz), 

7.29 (IH, dd. J=8.3. 7.1 Hz). 7.35 (IH. t, J=7.8 Hz). 

7.77 (IH. dd, J=7.8, 1.2 Hz), 7.88 (IH, dd, J=7.8. 1.2 Hz), 

8.60 (IH, br s). 

EIMS m/z (relative intensity) : 538 (M*), 317 (100). 
7i.%^m : C2oHj.N 40 4 S tLX 
ttStffl : C, 64.66; H. 7.11; N, 10.40; S, 5.95. 
nmm C, 64.65; H, 7.12; N, 10.27; S, 5.95. 
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^1M0i 5 

2 - [4 - [2 - (4-^ y- ^'>i3;vni-JV^>^J:t^'^^J — Jl'- 2 Ji,'f-::f) 

1 -N- (2. 6 VT-D tf;i/7 y 

2-y;i/*7'h^>V^:t:^-y-\/-;i/0ftt>t3{r2-^;w*7-l>-4-p(hd^i/ 

:^ ji'tt^ =.j\^ ^ > 'J :t ^ V- 'J - i m\>yx mmm i trastsnts • ^aa ginjfb 

SSjS : 173 - 175*C 

IB (KBr) cm-': 3428, 3278, 2960. 1710, 1663. 
IH-NMR (CDCla) 6 : 

1.21 (12H. d, J=6.8 Hz), 2.63-2.76 (8H. m). 2.86 (2H, t, J=6.8 Hz), 

3.00 (2H, sept, J=6.8 Hz). 3.22 (2H. s,), 3.58 (2H, t, J=6.8 Hz), 

3.99 (3H, s.), 7.18 (IH, d, J=8.1 Hz), 7.18 (IH, d, J=6.8 Hz), 

7.29 (IH. dd, J=8.1, 6.8 Hz), 7.30 (IH, t, J=8.1 Hz), 

7.62 (IH, dd, J=8.1, 1.0 Hz), 7.94 (IH, dd, J=8.1, 1.0 Hz), 

8.61 (IH, br s). 

EIMS m/z (relative intensity) : 538 (M*), 317 (100). 

TC^^t/f : C2.H38N 4 0 4 S tLX 

ifmm : C, 64.66; H. 7.11; N, 10.40; S. 5.95. 

mmm C, 64.63; H. 7.24; N, 10.34; S. 5.91. 

2- [4- [2- (:t^V-^Jti [4, 5-b] \^ ^ i; y - 2 - ^ )l ^ :f ) 3l^)u2 
1 ->( -N- (2, 6 -i'-f V 7-D T±hT^ 

«IB t LXWfzo 
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Mi^' : 153 - 154°C 

IR (KBr) cm-': 3433. 3318, 3293, 2961, 1667. 
IH-NMR (CDCls) 6 : 

1.21 (12H. d, J=6.9 Hz), 2.64-2.77 (8H. m), 2.87 (2H, t, J=6.8 Hz), 

3.00 (2H. sept, J=6.9 Hz), 3.22 (2H, s), 3.56 (2H. t. J=6.8 Hz), 

7.18 (IH, d, J=8.6 Hz), 7.18 (IH, d, J=6.6 Hz), 

7.18 (IH, dd. J=8.1, 4.9 Hz), 7.29 (IH, dd, J=8.6, 6.6 Hz), 

7.70 (IH, dd, J=8.1, 1.5 Hz). 8.45 (IH, dd, J=4.9. 1.5 Hz), 

8.60 (IH, br s). 

EIHS m/z (relative intensity) : 481 (M*), 126 (100). 

TV^'Q-^ : Ca.HssNsOaS tUT 

: C, 64.84; H, 7.32; N, 14.54; S, 6.66. 
C, 64.84; H, 7.42; N, 14.33; S, 6.65. 

^mm 7 

2- [4- [3- (^>'J:t^V-'J-JU- 2 

~ ^ T-i -N- (2, 6-i^-i'V7'Dir;i/7xn;i.) T-fehT^KcDtJi^: 

1 - ( 3 - t H D ^lyzru i^^^ i;> (o.7i g, 5.0 mmol) t 2 - :f 

D^-N- (2. 6 -i^-^ ^jyu\^JV7 T-tr hT^ K (1.49 g. 5.0 mm 

ol) ®DMF (10 ml) mmizmm-^ V 2^ (0.76 g, 5.5 mmol) ^Mk.. 80'CX' 

n<i>ixtzmm^i/^)tjf)\,ti^hi7u^Yi/=7y^- 30 g, mm 

fgi^t ; T > — Tmm j< ^ y —ju : ^ D n :^t;1'A = 1 : 20) -eiKSi f# €. titc 
mmt:mm:i^^JU - i'DD;n;i/AJ; DHMSb. 2- [4- (3-t h* d 7d V^-»l/) 
tT'^^ i^>-l--( }U} -N- (2,6-5^1* y r D li;i/7 *::i;i/) T -fe h T $ H 1.13 g 
(JIX* 63 X) imt^i^Bt LXmfzc 

Z(DTJV:j—;u (444 mg, 1.22 mmol) O T H F (10 ml) mWLlz h U x.^ jit 
K> (185 ag, 1.83 mmol) S ti^ 4 - ^ ;i/ t ^ ^ t >; > ( 14 mg, 0.06 mmo 
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1) ^tXiz.s 7j<?^lti*Tx iM-fbp< (167 mg, 1.46 mmol) &)S5TUx 

4 0 ^mmt'^ Ltco i^<r^T $ e. IC b ju^fir K > (185 mg, 1.83 mmol) 
*^^»^^^|2T^ m^b^ ^ > ;u 7}^ - ;i/ (167 mg, 1.46 mmol) *ji§TUx 3 0^118^ 

ALfco tf€»nZi^il$DMF (7 ml) tC}S§ffi?U2-p<;u*7'h'^>V/7l-:¥--t?-\/ 
— JU (151 mg, 1.0 mmol) . jgt^A 'J A (166 mg, 1.2 mmol) i: 1 8 - 7 •> 
>-6 (13 mg, 0.05 mmol) ^isaX. SO'CT- 1 I^ISmifUfco SJSBfS 

h U -J; A -C Sg^t^. S§f J« 4 @ ife L o 
C y i3ff )Vi3 L.f7 V =7 y ^ — { ^} ij ff )\, 40 g, fiSM^jgK 

: 's^'P-y-^ : T-b h > = 5 : 1-10 : 3) T'USI W ?> i^ffi * T-fe h > - 'n 
='p-y->J; "JS^SUx gfl^Yb^^ 321 mg (JRJ^ 60 %) SJIRfeiKffii: btff fco 
Bi^ : 123 - 125*0 

IR (KBr) cm": 3317, 2959, 1663, 1499, 1129. 
IH-NMR (CDCI3) 6 : 

1.21 (12H, d. J=6.8 Hz), 2.04 (2H. quint. J=6.8 Hz), 
2.46-2.80 (8H, m), 2.54 (2H, t, J=6.8 Hz), 

3.00 (2H, sept, J=6.8 Hz), 3.22 (2H, s), 3.37 (2H, t, J=6.8 Hz). 

7.18 (IH. d. J=8.1 Hz). 7.18 (IH. d, J=6.8 Hz), 7.20-7.32 (3H, m), 

7.43 (IH. m), 7.59 (IH, m), 8.62 (IH, br 3). 

EIMS m/z (relative intensity) : 494 (M*), 290 (100). 

7C^^«f : C2.H38N40»S i:L/T 

tf»fii : C, 67.98; H, 7.74; N, 11.33; S, 6.48. 

n.mm : C, 67.84; H, 7.78; N, 11.22; S, 6.43 



MMi^ 8 
2- [4- 
1 - 3 



C3 - 
- N - 



(2, 6-5^-i'vrDir;i/73i-;i')5'-fehT5K(DS8ii: 
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: 113 - 115*C 
IR (KBr) cm"': 3436, 3299, 2962, 1661, 1502. 
IH-NMR (CDCI3) 6 : 

1.21 (12H, d, J=6.8 Hz), 2.03 (2H. quint, J=7.1 Hz), 
2.51-2.58 (6H, m), 2.73-2.77 (4H, 1), 3.01 (2H, sept, J=6.8 Hz). 

3.22 (2H, s.), 3.41 (2H, t, J=7. 1 Hz), 7.18 (IH, d, J=8.3 Hz), 
7.18 (IH, d, J=6.8 Hz), 7.29 (IH. dd, J=8.3, 6.8 Hz), 

7.29 (IH, td. J=7.8, 1.2 Hz). 7.41 (IH, td, J=7.8. 1.2 Hz), 
7.76 (IH. dd. J=7.8. 1.2 Hz), 7.85 (IH, dd, J=7.8. 1.2 Hz). 
8,63 (IH. br s). 

EIMS m/z (relative intensity) : 510 (M*). 139 (100). 

TUM-^^ : C28H3bN40S2 tVX 

Ifffffl : C, 65.85; H, 7.50; N. 10.97; S, 12.55. 
nmm C. 65.76; H, 7.59; N. 10.78; S, 12.49. 

mmm 9 

2-[4- [3- (^>X^ ^ 2 --f ;V5^7j-) T'Dlf^l'] \^^^V> 

-l-'r>'^] -N - (2, e-i^-Tyrotr^i/^a:^;!/) T-bhT^HO^M: 

WiJ^ : 123 - 125*C 

IR (KBr) cm": 3429, 3273. 2961. 1659. 1506. 
IH-NMR (d«-DMSO) 6 : 

1.13 (12H. d. J=6.8 Hz), 1.90 (2H, quint, J=6.8 Hz), 

2.40-2.52 (6H, m). 2.61-2.65 (4H, m). 3.05 (2H. sept, J=6.8 Hz), 
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3.12 (2H, s). 3,29 (2H, t. J=6.8 Hz). 7.06-7.10 (2H. m), 

7.12 (2H. d, J=7.6 Hz), 7.22 (IH, t. J=7.6 Hz). 7.38-7.42 (2H, m), 

8.76 (IH, br s). 

BIMS m/z (relative intensity) : 493 (M*), 139 (100). 

^mm 1 0 

2- [4- [3- ( 7 2 
rDK;V] 1 -N- (2. 6 - J^W Vrn 

2 - ;>i )V iJ y h ^> -J :t - ;uoi%t> *) iz, 2 - ^jvijyh -7- A h^iyti 

jp^^ - ^ > -J :t - ^ m\.^x mm0i 7 bmmizs.fb. • tuLML. sotjfb-^ 

Mf^ : 135 - 136*C 

IR (KBr) cm": 3429, 3340. 2961. 1720, 1663. 
IH-NMR (CDCI3) d : 

1.21 (12H. d, J=6.8 Hz), 2.07 (2H, quint, J=7.0 Hz), 
2.52-2.57 (6H, m). 2.73-2.76 (4H. m) , 3.01 (2H, sept, J=6.8 Hz). 

3.22 (2H, s,), 3.40 (2H. t, J=7.0 Hz), 4.00 (3H, s). 
7.18 (IH. d. J=8.3 Hz), 7.18 (IH, d, J=7.1 Hz), 

7.29 (IH, dd, J=8.3, 7.1 Hz), 7.35 (IH, t, J=7.8 Hz), 

7.77 (IH, dd, J=7.8, 1.2 Hz). 7.88 (IH, dd. J=7.8, 1.2 Hz), 

8.63 (IH, br s). 

EIMS m/z (relative intensity) : 552 (M*.100). 

TvM^iJi : C3oH<oN404S tLX 

i\nm : C. 65.19; H, 7.29; N, 10.14; S. 5.80. 

nmm c, 65. 31; h, 7.57; n, 10.02; s. 5.78. 
mmm 1 1 

2 - [4 - [3 - ( 4 - ?l h ^ Jl/ - y :i- — - 2 - ^ ;V ^ :t ) 
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ya\^jv2 - 1 )Vi -N- (2, 6 - i'-r V x = ;p) 

: 132 - 133*0 
IB (KBr) cffl-': 3422. 3239, 2958, 1717, 1660. 
IH-NMR (CDCla) d: 

1.21 (12H, d, J=6.8 Hz), 2.06 (2H, quint, J=7.0 Hz), 

2.52-2.57 (6H, b), 2.74-2.77 (4H. m), 3.01 (2H, sept, J=6.8 Hz), 

3.23 (2H, 8,), 3.45 (2H, t, J=7.0 Hz), 4.00 (3H, s), 

7.18 (IH,. d, J=8.1 Hz). 7.19 (IH, d. J=6.8 Hz), 

7.29 (IH, dd, J=8.1, 6.8 Hz), 7.30 (IH, t, J=7.8 Hz), 

7.62 (IH. dd. J=7.8, 1.0 Hz), 7.94 (IH, dd, J=7.8, 1.0 Hz), 

8.64 (IH, br 3). 

EIMS m/z (relative intensity) : 552 (M*, 100). 
7X,%%^ :C3oH4oN 4 04S i:UT 
t\nm : C, 65.19; H, 7.29; N. 10.14; S, 5.80. 
: C, 65.18; H. 7.39; N. 9.90; S. 5.84. 

mmm i 2 

2- [4- [3- i:t^V-^Ja [4. 5-b] t ij > - 2 - ;i/ 5^ ;j- ) rntf 
JVl \^-<9i^>- 1 J\,2 -N- (2, 6 -J^-f V7-Dlf;i.7x-;V) T±h 

[4. 5-b] \^'} 'j>^m\,^xnmmi tnmzs.]^ ' mmL. nmi^-^^t: 

Sl/S : 125 - 127'C 

IR (KBr) cm-': 3431, 3241. 2959. 1664, 1496. 
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IH-NMR (CDCl,) 6 : 

1.21 (12H, d, J=6.8 Hz). 2.09 (2H, quint, J=7.2 Hz), 
2.52-2.59 (6H, m), 2.73-2.77 (4H, m), 3.01 (2H, sept, J=6.8 Hz), 

3.22 (2H. s.), 3.44 (2H, t, J=7.2 Hz), 7.18 (IH. d, J=8.3 Hz). 
7.18 (IH. d, J=6.6 Hz), 7.18 (IH. dd, J=8.1. 5.1 Hz); 

7.29 (IH. dd, J=8.3. 6.6 Hz). 7.69 (IH, dd, J=8.1, 1.5 Hz), 

8.45 (IH. dd, J=5.1, 1.5 Hz). 8.63 (IH, br s). 

BIMS m/z (relative intensity) : 495 (M*), 302 (100). 

7c3R»W= : CjtHstNjOsS t LX 

9^nm : C, 65.42; H, 7.52; N, 14.13; S, 6.47. 

mmm c, 65.57; h, 7.63; n, 13.84; s, 6.38 
nmrn 1 3 

2- [4- [3- (^>y;t=^r-y-^7-;i'- 2 rDtf;v] *^b^^5 

^>-l-^'''^3 -N - (2. Q - l> -i VT u \^ )V y :iL — )V) T-bhT^HOSJ 

3 - t K D :^->7'D tr;V - 1 - f (158 mg, 1 mmol) © T -b h ^ 
V )i> (5 ml) mm^zmm-ti \) t? h (152 mg. 1.1 mmol) 2-7^D^-N- 
( 2 . Q -iy ^ VTV y r-fe h T 5 K (298 mg, 1 mmol) <fei;nx.. 

SM-c 3 DtBgitJt L/co sjfoMi&ii^u. B,m^mm:^^ }v-(:t^BM^tzo ^mm 

<bixtzmm^^^^V > - ai--7^;P - T-fe h >*»«,i^ffi^b^-B-, 2- [4- 
(3-bh-D:^ri>rni:^;i/) -N- (2, 6 - i> ^ 

vrn l::;V7 x = ;i.) T-fe hr^ K 327 mg (JR^fs 87 %) ^^m&Sf^Bt LT 

Z(DTJVa-)U (130 mg, 0.34 mmol) CDS-fb^ ^ > (3 ml) ^jsftjc h U jl 
f-J\^T S. > (52 mg, 0.52 mmol) 4 -v'^^^UT i y t U > (6 mg, 0.05 
mmol) ^iax. i>:^^-e7jc}^it^^T. mit^ > 7.)],n-^-}U (59 mg. 0.52 mmol) 
*«0o<t)i:jgTLfco Sia-C30^fflmi5hLfc^. S*t;M^»i^ai5-;i/T-ttiai 
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(51 mg. 0.34 ml) t^m:fJ U A (51 mg. 0.37 mmol) fclS-i^^^^^-e 
(11 mg, 0.04 mmol) &iD^. 8 0 -C-C 2 I^MJfti^ u Zio S^tSitt & *-e *)K 

; : :r-fe b > = 1 : 1) -e«i<i '^^•y-> - T-feh>j:>)HiK 

mL. afl?>fb^^ 140 mg (iisim 61%) t:m&^v(,mtLxmrzo 

Wi)^ : 109 - lire 

IR (KBr) cm-': 3429, 3275, 1661, 1500, 1453. 
IH-NMR (CDCI3) d : 

1.21 (12H. d. J=6.8 Hz), 1.89 (2H, quint. J=5.8 Hz), 

2.00 (2H. quint, J=6.8 Hz). 2.67 (2H, t, J=6.8 Hz), 

2.73-2.78 (4H, m), 2.91-2.96 (4H, m), 3.03 (2H. sept. J=6.8 Hz), 

3.35 (2H, s), 3.37 (2H, t, J=6.8 Hz). 7.18 (2H. d, J=7.6 Hz). 

7.21-7.31 (3H. m). 7.43 (IH. m), 7.58 (IH, m). 8.77 (IH. br s). 

EIMS m/z (relative intensity) : 508 (M*. 100). 

TC^^^/f : Cj<.H.oN402S tLX 

mnm C. 68.47; H. 7.92: N. 11.01; S, 6.30. 

mmm c, 68.19; h. 8.03; n, 10.79; s. 6.28. 
ni&0i 1 4 

2 - [4 - [3 - (7 - M h ^'>:i} }\^7n-)l^^>'j7i-^'\)--J-}\^ - 2 - ^ 

7-0 ;};:Elf^7i?>- 1 - -N- (2, 6 - ^ V y a \^ Jl 7 =. 
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M)^ : 83 - SSV 

IR (KBr) cm-': 3425, 3250, 1735, 1719. 1660. 
IH-NMR (CDCU) 6 : 

1.21 (12H, d. J=6.8 Hz). 1.89 {2H, quint, J=5.8 Hz), 

2.02 (2H, quint, J=6.8 Hz), 2.68 (2H. t, J=6.8 Hz), 

2.73 - 2.79 (4H, m), 2.91 - 2.96 (4H, m), 3.02 (2H, sept, J=6.8 Hz), 

3.35 (2H, s), 3.40 (2H, t, J=6.8 Hz), 4.00 (3H. s), 

7.18 (2H, d, J=7.6 Hz), 7.28 (IH, t, J=7.6 Hz), 

7.34 (IH, t, J=7.8 Hz), 7.76 (IH, dd, J=7.8, 1.2 Hz), 

7.87 (IH. dd, J=7.8, 1.2 Hz), 8.77 (IH, br s). 

BIMS m/z (relative intensity) : 566 (M*), 153 (100). 

: C3iH4»N 4 0 4 S tLX 
ttnm : C, 65.70; H, 7.47; N, 9.89; S, 5.66. 
: C, 65.81; H, 7.56; N, 9.79; S. 5.65. 

mm0i 1 5 

2 - [4 - [3 - (;t*-y-vfD [4, 5-b] \f V > - 2 - ^ ^ :i- ) y V \^ 
;i'] :^^bf'^5i^>-l-^;V] - N- (2. 6-i''i'V7-Dbr;i/7xr;;i/) t 

[4. 5-b] i^>t:m\>^xmmm i 3 • mmx.. smit^^ 

Wi^ : 73 - 75°C 

IR (KBr) cm-': 3435, 3240, 1660, 1497, 1403. 
IH-NMR (CDCl,) 6 : 

1.21 (12H. d. J=6.8 Hz), 1.87-1.95 (2H, m), 2.01-2.10 (2H, m). 
2.67-2.73 (2H, m). 2.75-2.82 (4H. m), 2.92-2.96 (4H, m), 
3.03 (2H, sept. J=6.8 Hz), 3.36 (2H, s), 3.43 (2H. t. J=6.8 Hz), 
7.18 (IH, dd. J=8.0. 5.0 Hz), 7.18 (2H. d, J=7.6 Hz). 
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7.28 (IH, t, J=7.6 Hz), 7.69 (IH. dd, J=8.0, 1.5 Hz). 

8.45 (IH, dd, J=5.0, 1.5 Hz), 8.78 (IH, br s). 

EIMS m/z (relative intensity) : 509 (M*), 316 (100). 

TC^^t/r : C 8«H S.N ,0 » S • 0.2H ,0 tLX 

ItJStffi : C, 65.52; H. 7.74; N, 13.64; S,6.25. 

mmm c, 55.52; h, 7.71; n, 13.44; s. 6.31. 

N- [2- [4- [2- (^>^J:t^-*}-^J-;]^- 2 JU'f-:i-) tT ^ ^ 

>:^> - 1 - -f ;b] -N' - (2, 6 - i^^ vrni^juy jL-j],) -n- 

n-^y^j\,T ^ > (2.30 g, 20 mmol) © T H F (20 ml) mWUz. )}^)^mt^ 
Ts ^^bT'D^ T-fe^;i/ (2.02 g, 10 mmol) ©THF (10 ml) }§M&)jSTbv 

^J^^g^sbs ffl2-;:/D^-N-'s7'5^;i/7'-tehT^K& 2.36 g(JRJ^ 99%) 

CKDT-^H (2.36 g, 10 mmol) tl - (2-hKn:^J/ai5^;i,) tf^5S;> 
(1.30 g, 10 mmol) (DT^2 V-h U )V (40 ml) ^fftJc, j^ffifpSj i; a (1.52 g. 

11 mmol) ^ipx.s s©-?: 1 2ii$^jtSiUfe, sjtsrSt 4 ig«i Bm^mm^^ 
ji^x-mmLTzo ^mm^7K. mm^m^xm»:tk^L. mTS^mmi- w>i.x^ 

75 g, mmmm T>^~Tmm>^^ ^ : ^ d d;j^;i/a = i : 20 

MSUL. N-'^r^;!/- 2 - [4- (2 -t KD:^i^ji5^;u) 

-f T-b b T ^ H 2.39 g (JR$ 83 %) * Mfe?llJtt«5 t U t » fee 

C OT ^ |>* (1.69 g, 5.92 mmol) CD T H F (40 ml) M )^ it J^l^ T ^ 'J 
•> A^kMl^bT^I/ ^ A (380 mg, 10 mmol) SJO^s ^il M L 1 5 JK 
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Sia^^gSbto f§ n^t^ffiS: y * 7 A D V h 7 - («> 

U 75 g, mmmm 7'>^:2 7'fiaffl;>{ y — ;w : D D = 1 : 20) 

t'MML. 2 - [4 - (2-^75^ Ji^;!/) tf^7 '^> - 1 - -f ;u] 

if y -JV 694 mg (Jft^s 43 %) t:m^i6l^^ t LX^tzo 

;i0 7' 5 y ;i/ (271 mg, 1 miaol) Oi^DD;J»;vA (5 ml) jg^fttc^ -f 

V5/T>K2, 6 -y^* VTD (204 mg, 1 biboI ) in X. s 1 5 

raiti^bfco sjtR^ft^iiijg as* y A'y;!/*^ A D V h 7 - (*/' 

'J ^-y;!/ 10 g, MM^JSJ ; 7' ^^-TfSW^ 4^ y — ;i/ : i' d d a = 3 : 97) 

nmmL. m biifti&Si^T-i: h > - '^=^-y-><t t)«igii n' - (2, e- 

i?-fvrnt;i/7*r;;u) -N-^7-^;i/-N- [2 - [4 - (2-tKD^s^ 
3^?-;W) \^^7p>- 1 - ^ )l2 340 mg (JtS?^ 71 %) Srlffife^m 

OT'JUJ (338 mg, 0.71 mmol) CDTHF(5ml)^?St. bUoif^^bT 
^ :^ (93 mg, 0.92 mmol) 4 - >J /. 5=-;UT ^ y U 2^ > (9 mg, 0.07 mmol) 

iiPx., 7K}'^»it^'-^^T^ iU^Vo^f- ■S' >7.)\'if^=.)V (89 mg, 0.78 mmol) ^^j^Tb^ 3 
0 ^r.Bl«f# bfco ^ggV^T $ ?> h U Ji^;i/7' ^ > (93 mg, 0.92 mmol) 
*>^j«r#Ts IMib^ ^ >;^;i/4^:^;i/ (89 mg, 0.78 mmol) $:?STbs 2 0^^11 

f#€>nfeaS4DMF (3 ml) k:^ft?bx 2 - ^ ;i/ * r h \/ :t "b" \/ 
(91 mg, 0.6 mmol) , iKK* U "i? A (104 mg, 0.75 mmol) tlB-tf^^y- 
6 (16 mg. 0.06 mmol) *in;i. 8 0 "C T 1P#H jSJ^ b » SJtBtft 4*-^ b^ 

'i'i^T-fgismx rSi«*g*bfco c ©^at* U 7 A D V h 7 ^ 

- ( >; * 40 g, mmmi^ ; ^^^-y- > r -t h > = s : i~io : 3) tiwm b 

f#e>ntMS$:r-b h > - 'vr^-y-^ J; fJffi^lSbx aO«Jfb^ig5 243 mg (JR^ 5 

7%) ^m^^i^mt.Lxmtzo 

WkA : 110 - 111°C 
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IR (KBr) cm-': 3326, 2956, 1627, 1498, 1130. 
IH-NMR (CDCI3) 6 : 

0.88 (3H, t, J=7.1 Hz). 1.14-1.36 (22H, m). 2.39-2.61 (8H, m), 
2.63 (2H, t. J=5.1 Hz), 2.69 (2H, t, J=6.8 Hz). 
3.16 (2H. sept.J=7.I Hz). 3.34 (2H, t, J=7.1 Hz), 
3.39 (2H, t, J=6.8 Hz), 3.46 (2H, t. J=5.1 Hz), 

7.13 (IH, d. J=8.3 Hz). 7.13 (IH. d. J=7.1 Hz). 7.19-7.30 (3H. m). 
7.41 (IH. dd. J=7.6. 1.4 Hz). 7.56 (IH. dd, J=7.6, 1.4 Hz), 
8.10 (IH, br s). 

EIMS m/z (relative intensity) : 607 (M*). 254 (100). 

5c5g^*f : CssHjsNsOsS tUT 

Bff^M : C, 69.15; H, 8.79; N, 11.52; S, 5.27. 

mmm c, 69.27; h. 8.93; n. 11.29; s, 5.32. 

^mm 1 7 

N' - (2, 6 - i> 'J yn \^ )\>y ju- jv) -N-^r5^;i/-N- [2 - [4- 
[2 - (7-^^^i>:^7;^^ = ;^^>^/;t=^■y-^/-;^-2--f;^5^;^■) 

■ i^^^ > - 1 - ^ )v] mm<Dm.m 

2-^;i':*77'h^>y3f^-y-^/-;KDf^t>?)fcr. 7-^ h ^ :^ )U7f^ - - 2 
Mj^ : 125 - 126°C 

IR (KBr) cm"*: 3425. 3304, 2957, 1725, 1628. 
IH-NMR (CDCI3) <5 : 

0.88 (3H, t. J=6.7 Hz). 1.20 (12H. d, J=6.8 Hz), 1.25-1.33 (8H. m), 

1.51-1.59 (2H, m), 2.43-2.51 (4H, m), 2.54-2.65 (6H. m), 

2.71 (2H. t, J=6.8 Hz), 3.16 (2H. sept, J=6.8 Hz), 

3.34 (2H. t. J=7.3 Hz). 3.40-3.47 (4H, m), 3.98 (3H, s), 

7.13 (IH, d, J=8.8 Hz), 7.13 (IH, d. J=6.4 Hz), 
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7.23 (IH, dd, J=8.8. 6.4 Hz), 7.34 (IH, t, J=7.8 Hz), 

7.74 (IH, dd, J=7.8, 1.2 Hz), 7.87 (IH, dd, J=7.8, 1.2 Hz), 

8.10 (IH, br s). 

EIMS m/z (relative intensity) : 665 (M*), 265 (100). 
7U^^*f : CaTH.sNsO^S i:UT 

: C, 66.73; H, 8.32; N, 10.52; S, 4.81. 
^iflijfii : C, 66.77; H, 8.24; N, 10.45; S,4.79. 

mmm i s 

N' - (2, 6 -i?^ vya l^JVy ji-)]/) -N-^vr^^lz-N- [2- [4- 
[2- (^^V^/V3 [4. 5-b] Y^Oyy) -2-^;i/^:r] 

2 - ;A )\, tl y V ^> ^ - (O Kt> K) 2-^;i/*rh;t + -y-yD 

[4, 5-b] U > ^fe;g^^T^^|g^?!| 1 6 i:|Hl;ti(Cfif& • MS BU^j'fb^t; 
* J!R a 1^- i: b T ?f ;t o ■ 
Wi^ : 106 - 108°C 

IR (KBr) cm-': 3420, 3331, 2958. 1628, 1495. 
IH-NMR (CDCI3) 6 : 

0.88 (3H, t, J=6.9 Hz). 1.20 (12H. d, J=6.9 Hz), 1.26-1.33 (8H, m), 

1.53-1.59 (2H, m), 2.43-2.51 (4H, m), 2.55-2.66 (6H. m) 

2.73 (2H, t, J=6.7 Hz), 3.16 (2H, sept, J=6.9 Hz), 

3.34 (2H, t, J=7.3 Hz). 3.44-3.50 (4H, m), 7.13 (IH, d, J=8.5 Hz), 

7.13 (IH, d. J=6.4 Hz). 7.17 (IH, dd. J=8.1. 4.9 Hz), 

7.23 (IH. dd, J=8.5. 6.4 Hz), 7.68 (IH, dd. J=8.1, 1.5 Hz), 

8.06 (IH, br s), 8.44 (IH, dd. J=4.9, 1.5 Hz). 

EIMS m/z (relative intensity) : 608 (M*), 188 (100). 

TbMS^^ : C34Hs2N60aS tLX 

StUfiS : C, 67.07; H, 8.61; N. 13.80; S, 5.27. 

mmm C, 67. 06; H, 8.52; N, 13.66; S. 5.27. 
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mmm i 9 

N- [2- [4- [3- (^>^^:t=^r-!^-V'-;U- 2 --f rPl^;V] 
7i;>-l-^;u] - N' - (2. 6-i;'fV7*Dt>»l/7a:-;i/) - N 

^SIS«^ 1 6-C-lie>iX/i2-yD^-N-^r^>»l/T-fehT^ K (3.30 g, 15 m 
mol) t 1 - { 3 - t K D :^«>r D > (2.16 g. 15 mmol) CDT-fe 

h = b 'J ;i/ (60 Ml) j^K* U >> A (2.49 g. 18 mmol) *io;i. 

mm^iy u*'r;i/*7Ai?Dvhi^-77^ - (i/i;*y;i/ 75 g, Mga^^jiJjT'^ 

^-T'fiSffi^tJ'y— ;i/:4'DD:4;;i'A = 1:20) -C-*fMU. N -'srf^ - 2 - 
[4 - (3-tKDdf^'7"Dt;i/) t^^S^^-l-i-^v] T-fehT^H 4.38 

g 97 %) <£ »R e ?4 i: ltw 

C: (DT K h- (1.50 g, 5.0 mmol) © T H F (50 ml) jg ?S <C J$ T ^ 'J ^ 

ATk^'fb T;1/ ^ A (380 Eg. 10 mmol) * in X.. ^UlZ M \^ 1 5 ^rSMt^'^. 

^iMS:g^L/^= f« ?> nfc®^:^ »; * A D V h 7 - ( 

'J ^-y^V 75 g, /gggjgiJit ; T >^-Tt&m:>i ^ J -;U : 4^ D D :n;i/A = 1 : 20) 
T'ifil^L, 3- [4- {2 -^-r^ )\^T X J )V) 7 > - 1 - -f ;p] 7* 

D7ry-;i, 586 mg (]R^ 41 %) LTff feo 

5 y — (586 mg, 2.05 mmol) <}> u U it^ )\/ K (5 ml) J^Mtc^ 

'rV5^T>K2, 6 - J^-f VT-D tr;i/7 xn^l. (408 mg. 2 mmol) <feiD^s 15 

^r^JS«:ufeo Sjtsfs^feiais siffi<fei^y ^-y^i/A^Ai^Dv ^^^7^- 
(i' u 20 g. m^mwk ; T>^~Tmm^ f ^ -)v uviif.)\,i:, = 

97) bff ?>*ifci^ffi*T-b h > J: DH^ffi L> N' - (2. 6 

-i^-f vrn t;i/7a:=:;u) - n - /s7-5^;i' - n - [2- [4- (3-hh*D^ 
•>7-nif;i/) tf^7i?>- 1 --r^P] 340 mg (JK^ 71 %) 
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d ©T^l/r} — ;i/ (147 mg, 0.3 mmol) CD THF (3 ml) mW.i^ h 'J s-^jVT K > 
(39 mg, 0.39 mmol) JScXf 4 - ^)\^T ^ ^ U > (3.7 mg, 0.03 mmol) & 
iaX. *HiM^^T^ 9 yX)\/it^=.)\, (38 mg, 0.33 mmol) *}iaTU^ 3 0 

^HMi^ bfco * t h i; xf^^i/T 5 > (39 mg, 0.39 mmol) &in^, iik 

^^Jt^fT^ igfb^ ^ >7,j]^Tf^=.A (38 mg, 0.33 mmol) SiiST l/x 3 0 ^BSJt^ 

fco »5>nfe^S*DMF (3 ml) iZ^mL 2- — 
;u (45 mg, 0.3 mmol) ^ MMi3 U A (62 mg, 0.45 mmol) tl8-i^^0>- 
6 (8 mg, 0.03 mmol) *ADA^ 8 0 'C T- 1 11$ b o fSr ;!k-C 

'i' AT-$2;^'^. ^Sft&SAb/co d 02Snt U ^ * ^ A D v h ^ ^ 7 ^ 
- ( ■> U 25 g. MMSJJK ; '^:^F■■9■ > : T -tr h > = 5 : 1~5 : 2) fUSM b 

f# e>n;t|!iffi^:ii-7^;i/-^>>57 > J: DB^S bv gfl^Jib^i^ 78 mg (4X^^42 %) 
iif^^f^mt bTfffco 
Hl;^ : 93 - 94*C 

IR (KBr) cm-': 3430. 3313, 2959. 2931. 1627, 1502. 
IH-NMR (CDCla) <y : 

0.88 (3H, t, J=6.7 Hz). 1.20 (12H, d. J=6.8 Hz). 1.25-1.35 (8H. m), 

1.53- 1.59 (2H, m), 1.95 (2H, quint, J=7.0 Hz), 2.34-2.42 (6H, m), 

2.54- 2.66 (6H. m), 3.16 (2H, sept. J=6.8 Hz), 
3.31 (2H. t, J=7.0 Hz). 3.34 (2H. t, J=7.0 Hz), 
3.46 (2H, t, J=5.0 Hz), 7.13 (IH, d, J=8.5 Hz), 

7.13 (IH, d, J=6.8 Hz), 7.20-7.31 (3H, m). 7.42 (IH, m), 
7.57 (IH. m). 8.17 (IH, br s). 

EIMS m/z (relative intensity) : 621 (M*). 188 (100). 
7c38^*ff : C3eH5.N«02S tLX 
it»fia : C, 69.53; H. 8.91; N, 11.26. 
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mmm c, 69. si; h, 9.02; n, 11.12. 

nmm 2 0 

N* - (2, 6-y-fvrDhr>>I/7ir:;i/) - N - ;V - N - [2- [4- 
[3- (7-;!<h^i^:i3)\^ni — ;u^>^/:t^V-^J — j]/-Z--()V^:^) 7"Dtr;i/] 

: 97 - 99'C 
IE (KBr) cm": 3428, 3318, 2958, 1728, 1628. 
IH-NMR (CDCl,) <y : 

0.88 (3H, t. J=6.7 Hz). 1.20 (12H, d, J=6.8 Hz), 1.25-1.34 (8H, m), 
1.54-1.59 (2H, m), 1.97 (2H, quint, J=7.1 Hz), 2.35-2.43 (6H, m), 
E. 55-2. 66 (6H, m), 3.16 (2H. sept, J=6.8 Hz), 

3.33 (2H, t, J=7.1 Hz). 3. 34 (2H. t. J=7.1 Hz), 

3.34 (2H, t, J=4.9 Hz), 3.99 (3H. s), 7.13 (IH, d, J=8.8 Hz), 

7.13 (IH, d, J=6.6 Hz), 7.23 (IH, dd. J=8.8, 6.6 Hz). 

7.14 (IH, t. J=7.8 Hz), 7. 75 (IH, dd, J=7.8, 1.2 Hz), 
7.87 (IH. dd, J=7.8, 1.2 Hz). 8.17 (IH. br s). 

BIMS b/z (relative intensity) : 476 (M* - 203), 97 (100). 
7c^^*f : C38HstN»0«S i: UT 
8t»ffl : C. 67.12; H, 8.45; N, 10.30. 
: C, ee.gO; H, 8.48; N, 10.12. 

mmm 2 1 

N' - (2, 6-5;-rvrDtr;i/7ir:;i') - N - ^ r ;i/ - N - [2- [4- 
[3- (jj-:^-9-\/D [ 4 , 5-b] tr'ji;>) - 2 - ^ ya\^jv} tr^ 
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14 , 5 - b ] u i> >im^^xmmm i 9 tm^izs.m • mm s m^t-^m 

: 90 - 92*C 
IR (KBr) CM-': 3434, 3310, 2958, 1626, 1515. 
IH-NMR (CDCla) 6 : 

0.88 {3H. t, J=6.8 Hz). 1.20 (12H, d, J=6.8 Hz), 1.25-1.34 (8H, m), 

1.54- 1.59 (2H, m). 1.98 (2H, quint, J=7.1 Hz), 2.34-2.42 (6H, m), 

2.55- 2.66 (6H, m), 3.16 (2H, sept, J=6.8 Hz), 
3.34 (2H, t, J=7.1 Hz), 3.37 (2H, t, J=7.1 Hz), 
3.46 (2H, t. J=4.9 Hz), 7.13 (IH, d, J=8.8 Hz), 

7.13 (IH, d, J=6.6 Hz), 7.17 (IH, dd, J=8.3. 5.1 Hz), 

7.23 (IH, dd, J=8.8. 6.6 Hz), 7.68 (IH, dd, J=8.3, 1.5 Hz), 

8.16 (IH. br s). 8.46 (IH, dd, J=5.1, 1.5 Hz). 

EIMS m/z (relative intensity) : 622 (M*), 98 (100). 

TC^^W : CasHs^NeOsS ii b T 

MBm : C, 67.49; H, 8.74; N, 13.49. 
^aijfl : C, 67.36; H, 8.76; N, 13.25. 

mmm 2 2 

3- [4- [2- ('<>^/;r^-9- 2 --f ;i'^:t) h:^5i^>- 
l-'f;v] - N- (2, 6 - '2^ V y n \f fi- y 3i =. )]/) 7*D/i>T^h-©SSii; 

1 - ( 2 - t K D i/if'-;!/) (2.6 g, 20 mmol) ©^-fb^ ^ U > 

(50 ml) mmiz, i!ki^TT i^j^ffif -tert- T'^^V (5.2 g, 24 mmol) ^iOx^ 

^ - iiy V ij^jv 75 g, mm^^m. i7 aa : ^ y — ;i/ = 20 : I) 

•CJ»S8L> 1 -tert- :/ h :^r'>*>»l/^:::;i/- 4 - ( 2 - t K D Jif^;i/) t:^ 
5.5 g (IR^ 100 %) tTfffeo 
1 -tert- 7" h ^'>*;i';}1:r.;i/- 4 - {,1 - \l n ^i- :x.=f- )\,) t:^5i^> 
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(1.15 g, 5 mmol) CD T H F (20 ml) jg^gtCs h V :JL-f-jVT K > (607 mg, 6 m 
mol) . 4 -i; j(^)VT 5, y (73 mg. 0.6 mmol) ^feiPx. i5c T- * 

-Ci^it^i ■$> > (687 mg, 6 mmol) *«9>o<?)fc?gTL, 30 ^fSBW 

m btltznmoBMF CSOml) m^i^ 2-^;i/*7-h'<>!/:t*-9-^/ — ;i/ (7 
56 Bg, 5 mmol) ^ U A (760 mg, 5.5 mmol) ^ 18-if7'>>-6 (1 

32 mg, 0.5 mmol) itaX. 8 l^ffllSff bfco SJE6tft**T-#«e U> mWt 

75 g. JHIfljS^ : '^:^r-b-> : T-fe h > = 8 : 1) "CISK Us »e)nfeig 

[2 - (^>v/:r=^-»?-y-;i/-2-'f;i/5^;r) ^^-^l/] t:'^5 2;> 1.02 g(JK^ 
56 X) *lffie*H^ffi i: b-C»fe„ 
d O tert- y \^ ^^>i3 (364 mg, 1 mmol) iz h V y (1. 

8 ml) ^ta^s B-si^mmwL. j^.i^t^m^mmLtzo :^-7^)u-^m^itL. i- 

[2 - (^>^y:^^+^\/ — ;V-2-'i';i/5^:t) t:-^7i^>- 2 hU7;i/ 

:tDB^^lM 492 mg (JR^ 100 %) i: LTtf^o 

2 , 6 - V -f V t:;i/7' - U > ( l. 77 g, lO mmol) © ^ D D ^i;!/ A (30 ml) 
?^M{-, h U ^ > (1. 11 g, 11 mmol) *iUX.> iJj V > T* tK T T' T y 

D U K (905 mg. 10 mmol) < ») triST L> 1 I^KjUf bifco SJEfeft* 

;fes*Us m€)n3&i^^«'\:^-b->-ai-7^;uiPe>ii^abx n- (2, e-i? 

yya \^jvy 0 })^mT 5 K 1.9 g (JR^ 82 %) SHRfeftWffii; L 

T » o 

Jttcff 1 - [2- ( \/ ;t -b- — - 2 - 5=- :t ) tT'^^y 
> • 2 h 'J ^^l-sr DifKig (344 mg, 0.7 mmol) ©ji^ y — ;1/ (10 ml) ^MJC. 
h ij 5 > (142 mg, 1.4 mmol) ^taX. N - ( 2 . 6 - ^ -Y V 7" D t ;w 

7 i:z;i/) IJ ^ h- ( 162 mg, 0.7 mmol) Srinx.. 3 B P^iDH/liiSiE L fco 
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A*. 7jc. fiS^nAlM7jct JIB Us ^7KeKK•:^ h y >i7 ^i«Sr§* 

-•3^-7^^«'-THr h>35P5.SlSaLx SifJlb-^m 165 mg (JR^ 48 %) ^M&ii- 
gfeA : 125 - 127*C 

IR (KBr) cm"': 3433. 3253, 1647. 1500, 1455. 
IH-NMR (d.-DMSO) <5 : 

1.12 (12H, d, J=6.8 Hz), 2.40 - 2.55 (lOH, m). 
2.65 (2H, t, J=6.8 Hz), 2.76 (2H, t, J=6.8 Hz), 

3.13 (2H, sept, J=6.8 Hz), 3.46 (2H, t, J=6.8 Hz), 
7.10 (2H. d, J=7.8 Hz), 7.20 (IH, t, J=7.8 Hz). 

7.25 - 7.32 (2H, m), 7.54 - 7.59 (2H, m), 8.88 (IH, br s). 

EIMS m/z (relative intensity) : 494 (M^^), 344 (100). 

TC^^t/f : CjeHsaN^OzS i:bT 

lt»M : C, 67. 98; H, 7.74; N, 11.33; S, 6.48. 

^llJiJffl : C, 68.05; H, 7.69; N. 11.23; S, 6.45. 

mmm 2 3 

3 - [4 - [3 - > 'J :t ^ ^ 'J — )V - 2 - ^ :^ ) y a i: jv} tl^'^iPy 
- 1 - jVi -N - (2. 6 - i/ ^ V y n )V y X. =. JU) 7'D/^>T5KOiJig 

1- ( 2 - t K D # i'aif^;i/) >CDf^fc !3 J::. 1- ( 3 - H \t a ^ 

: 93 - 95°C 
IR (KBr) cm-*: 3418, 3229, 1645, 1504, 1454. 
IH-NMR (d.-DMSO) 6 : 
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1.12 (12H, d, J=6.8 Hz), 1.95 (2H, quint, J=6.8 Hz), 
2.40 - 2.51 (12H. m), 2.67 (2H, t, J=6.8 Hz), 

3.13 (2H. sept, J=6.8 Hz), 3.36 (2H, t, J=6.8 Hz). 
7.10 (2H, d, J=7.6 Hz). 7.20 (IH, t, J=7.6 Hz), 

7.25 - 7.33 (2H. m), 7.54 - 7.59 (2H, m), 8.90 (IH, br s). 
BIMS m/z (relative intensity) : 508 (M*, 100). 
TC^^tff : C2»H4oN40»S tiyX 
HtSti : C, 68.47; H, 7.92; N, 11.01; S, 6.30. 
: C, 68.51; H, 7.90; N, 10.85; S. 6.30. 

nmm 2 4 

2- C4 - [2 - (^>«y:t^-tfy — ;i'-2-'f;i/^:t) :j^^JI''\ t:^^i?>- 
l-'f;^] - N- [2, (^5^;b5":t) - 6 - ^ JV - 3 - \^ V )V 2 

N - [2, 4-b:x (p<?-;i'^:t) - 6- ;><5=-^l/-t';i^>-3-'f;u] - 2 
-t/D^Z-fe^T^KC^Ht^s^S. 5 8 3, 1 4 7^(CiBmo;^ife«::i?D-C^ 
fiX) (130 mg, 0.40 mmol) CD D M F (2.5 ml) v^Mt-^ 1- [2 - i^>'J 
V-'J-)l'-2--^jV^:t) ' 2 h 'J 7;!/:^ Dg^^ig (199 mg. 

0.40 mmol) i: jpj^* U •> A (224 mg. 1.62 mmol) tl8-i^^^>-6 (53 
mg. 0.20 mmol) S*nx.> 8 0 'CT* 4 DtraJtlf L fc, SiB^ ife7lcT-*|l? K^oi 

Uifco ^m^-S^i^mm i^nvh^^^^-r - (jura^j* ;i'DD5i^;i/A : y - 
= 20 : 1) -C-iaSSjL-C^ ^ 5. ^KS? ^ ;u - ^ -y- > MiKS b . i 

t^ih^^ 169.mg (JR^ 83 %) ^M^m^mt LX^tzo 
fife^ : 140 - 141*C 

IR (KBr) cm-': 3440, 3308, 2824, 1695, 1480. 
IH-NMR (d«-DMSO) 6 : 

2.34 (3H, s), 2.36 (3H. s), 2.38 (3H, s), 
2.50 - 2.58 (8H. m), 2.72 (2H. t, J=6.8 Hz), 
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3.00 (2H, s). 3.40 (2H. t. J=6.8 Hz), 6.80 (IH, s). 
7.19 - 7.26 (2H, m). 7.46 - 7.54 (2H, m). 8.66 (IH. bp s). 
BIMS m/z (relative intensity) : 504 (M*), 179 (100). 
TC^^I/f : C«3H2»Ns02S3 t LX 
tfffii : C. 54.85; H, 5.80; N, 13.90. 

nmm c, 54.92; h, 5.83; n, 13.64. 
mmm 2 5 

N- [2, 4-\i7. - 6-;»{5=->'l/-3-ti;j;;i/] - 2- C4- 

[2- i:fif-V'Ja [4. 5-b] t U 5^ > - 2 - ;v 5^ ;J- ) Jif^^l/] tf^^f^* 

1- [2 - ('~<>y3t-:^ity-;b-2--i';i/5^;t) tr->^5 2;>- 2h 

Dg^^^cDft^ t) (C, 1- [2- {:f^^^Ja [4. 5-b] IT 'J > 

-2-'r;i/5":t) :r.^)i,} \:^z> ^j-y ■ 2 h 0 y )i' :^ a mmM^ m \>^x mmm 2 

IR (KBr) cm"': 3448, 3274, 2816, 1699, 1493. 
IH-NMR (do-DMSO) 6 : 

2.47 (3H. s), 2.49 (3H. s), 2.50 (3H, s). 2.64 - 2.72 (8H. m), 
2.87 (2H, t, J=6.7 Hz), 3.13 (2H. s), 3.58 (2H, t, J=6.7 Hz). 
6.93 (IH, s), 7.34 (IH, dt. J=8.1 , 4.9 Hz), 
8.01 (IH, dt, J=8.1 , 1.5 Hz), 8.46 (IH, dt. J=4.9 , 1.5 Hz), 
8.81 (IH, br s). 

BIMS a/z (relative intensity) : 503 (M*), 97 (100). 

TCM^^ . CijHssNoOzSa tLX 
t^®^i : C, 52.36; H, 5.59; N, 16.65. 

nmm c, 52.34; h, 5.73; n, 16.39. 

ms&0i 2 6 

N- [2, 4-\fX {;f-^)V^:ir) - 6 - ^ ^ Jl - 3 - \^ ^} )Vl - 2- [4- 
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1- [2 - ('<>^/:^:^F-y-vf — ;i/-2-'f;i/5^3}-) ji^^i/] t:-^7S>*>- 2h 
ij 7 ^I's!- D|f ^jgcDf^to t) 1- [2- { 7 - h ^ i3 A^r^ - )V^> 'J :i- ^ 

gk^ : 125 - 127'C 

IR (KBr) cm-': 3434, 3303. 1724, 1702. 1482. 
IH-NMR (CDCI3) 6 : 

2.42 (3H, s). 2.50 (3H. s). 2.52 (3H. s), 2.63 - 2.85 (8H, m), 
2.87 (2H, t. J=6.8 Hz), 3.20 (2H, s), 3.52 (2H, t. J=6.8 Hz). 
4.00 (3H. s), 6.67 (IH, s), 7.35 (IH, t, J=7.8 Hz), 
7.77 (IH, dd, J=7.8, 1.2 Hz), 7,88 (IH. dd, J=7.8, 1.2 Hz), 
8.55 (IH. br s). 

EIMS ffl/z (relative intensity) : 561 (M*), 334 (100). 
Tim '9- iff : C23H3iN504S3 t LX 
tt»1il : C. 53.46; H, 5.56; N, 12.47. 

mmm c, 53. 41; h, 5.49; n, 12.32. 
nmm 2 7 

3- [4 - [2 - {^>'Jyi-^^^/ — ;V-2-^}U^yi-) Ji5^;i/] i^^^yt^y- 

-N- 12. (^^;i/^;i-) - 6 - ^ 3 - 1; 

2. 6 - i^-f y rn t:;vT:i 'J >cD«;t) D {3, 3-r^y-2. 4-t:x 

StiM : 110 - 112°C 

IR (KBr) cm"': 3439. 3242, 2814, 1648, 1500. 
IH-NMR (CDCIa) 6 : 

- 79 - 



W098/S4153 PCT/JF98/Q2300 

1.54 - 1.64 (2H, m), 2.40 (3H, s), 2.50 (3H. s), 2.51 (3H. s). 
2.46 - 2.82 (12H. m), 3.47 (2H, t. J=6.8 Hz), 6.65 (IH. s), 
7.21 - 7.30 (2H, m), 7.42 (IH. dd, J=7.6 . 1.0 Hz), 
7.57 (IH, dd, J=7.0 , 0.8 Hz), 10.35 (IH, br s). 
7cJS^*f : C24HsiNs02Sj t UT 
tf^tt : C, 55.68; H, 6.04; N, 13.53. 
: C, 55.76; H, 5.99; N, 13.39. 

mmm 2 a 

2 - [4 - [3 - ('O^/si-^r-y-v/ — ;i/-2-'f;vf^^) rDi^;i/] i^-^i^i^^ 
-l-'f;b] -N- [2, 4-t:::^ ( p{ ^ ;i/ 5^ ) - 6 5=-;i'- 3 - t: u 

1- [2 - {^>V:t^V-y—^i'- 2 x^;p] t:^^i^>- 2h 

V 7 Jl':t ammtM(Drtt> IZ. 1- [3 - (^>-J:t^V-J-J\^-2-^Jl'^7i-) 

7-Dt;i/] ir-^^;^>.2b'j 7 j\^^ammiM^m\.^xmmm 2 4 i: rats tc sits 

M}^ : 160 - 161°C 

IH (KBr) cm": 3441, 3312. 2809. 1699. 1482. 
IH-NMR (d.-DMSO) 6 : 

1.89 (2H, t, J=7.1 Hz). 2.33 (3H, s), 2.36 (3H, s). 
2.38 (3H. s), 2.39 - 2.45 (6H, i), 2.54 - 2.60 (4H, m). 
3.01 (2H, s), 3.29 (2H, t, J=7.1 Hz). 6.80 (IH, s), 
7.19 - 7.25 (2H, b), 7.48 - 7.52 (2H, m), 8.67 (IH, br s). 
TzM^ifi : C24H31N5OJS3 i: UT 
stSfit : C, 55.68; H, 6.04; N, 13.53. 

nmm : c, 55.83; h, 6.10; n. 13.17. 

mmm 2 9 

N- [2. - 6 - ^ JV - 3 - 1^ V )V] - 2- [4- 
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[3- (:^^VVtt [4. 5-b] U > - 2 - ) rohT^v] \^^^ 
1- [2 - (^>v':t:^-y-v^ — ;u-2--i';i/^:t) h:^7i?>- 2h 

'J 7;i':r DgflSiaO^t) t) »Zx 1- [3- (;t:J|r-y-\/ D [4. 5-b] U > 
_ 2 - ^ 7'Dlf;i'] t^5i?>.2b>J 7 ^1/ :^ n l^ffiJfiS ffl ^^ t 

a^i^ : 79 - 82°C 

IE (KBr) cb": 3433, 3291, 2818, 1701, 1493. 
IH-NMR (CDCI3) 6 : 

2.07 - 2.17 (2H, m), 2.42 (3H, s), 2.49 (3H. s). 2.52 (3H, br s), 
2.52 - 2.66 (8H, m), 2.72 - 2.87 (2H, m), 3.22 (2H, s). 
3.44 (2H, t, J=7.1 Hz), 6.67 (IH, s). 

7.18 (IH, dd, J=8.1 , 5.1 Hz), 7.69 (IH, dd, J=8.1 , 1.5 Hz), 
8.46 (IH, dd. J=5.1 , 1.5 Hz). 8.54 (IH, br s). 

mmm 3 0 

N- [2, 4-t:x (^f^;i/?=-:t) - 6- p<5^;i/-3-lf»Ji^;i'] - 2- [4- 
[3 - i 1 - ^ V ^ ly-tj )\^ =. )V ^> iir ^ 'J — )V - 2 - ^ )V ^ Tt) ya 
> - 1 - JV] T± hT ^ KOiSjg: 
1- [2 - (.^>^J:^^V'J — JV-2--()U^:^) ai^^^i/] t:'^7v'>- 2 h- 
>; y JV:fDmmtU<OiXt>^ l - [3 - (7-^b:^ri'^7;U5j?-;i.'<>^/;j-=^ 

xnmm 2 4 i:iHi«j{wSjf& • «ia Lseufb^^j^SRfeit&j^ffii; Lxmtzo 

: 76 - 79°C 
IR (KBr) cm": 3430, 3305, 2819, 1725, 1694. 
IH-NMR (de-DMSO) 6 : 

1.97 - 2.04 (2H, m), 2.42 (3H, s), 2.44 (3H, s), 2.46 (3H, s), 
2.48 - 2.53 (6H, m). 2.61 - 2.69 (4H, m), 3.06 - 3.11 (2H, m), 
3.41 (2H, t, J=7.1 Hz), 3.95 (3H. s), 6.89 (IH. s), 
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7.43 (IH. t, J=7.8 Hz). 7.81 (IH, dd, J=7.8 , 1.2 Hz), 
7.84 (IH, dd, J=7.8 . 1.2 Hz). 8.72 (IH, br s). 
Tc^^tff : C2«H39Ns04S3 iiLX 
l+^ffi : C, 54.24; H. 5.78; N, 12.16. 
: C, 54.44; H, 6.01; N, 11.79. 

nmm 3 1 

2- [4- [2- (^>v^f^:;'v/_;u_ 2 --f lf^^i;>- 
l-'f;!/] - N- [2, 4-\fX - 6-p<^;i/-3-br«Ji;;u] 

1- [2 - (-^>\/;f^F--y->/ — ;i,-2--<;i/f^;j-) :n5=-;i/] t:^^i;>- 2 

• 2 h 7;^^Di^^lg^flj^^-cll^(s0!I 2 4 t Pi^itzSjsS 

Mf^ : 136 - 139°C 

IR (KBr) cm': 3444, 2923, 1696, 1480, 1427. 

'H-NMR (CDCI,) 6 : 

2.42 (3H. s). 2.50 (3H. s), 2.52 (3H, s), 2.60-2.96 (lOH. m), 
3.18-3.27 (2H. m), 3.48-3.65 (2H, m). 6.67 (IH, s), 7.30 (IH, m), 
7.41 (IH. m), 7.75 (IH. d. J= 8.1 Hz). 7.84 (IH, d. J = 8.1 Hz), 
8.53 (IH, br s). 

EIMS b/z (relative intensity): 519 (M'), 352 (100). 
Tim^m : C23H2.NsOS4i: LT 

MiWm : C, 53.15; H. 5.62; N. 13.47; S. 24.67. 
: C. 53.17; H, 5.67; N, 13.24; S, 24.52. 

nmm s 2 

2 - [4 - [2 - ('^>X'f5i5''v* — ;b-2-'f>ib5^;t) l^--^^i;> 
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- N- [2, - 6 - - 3 - t: U 

1- [2 - (^>\/:t^-y-\/ — ;i/-2-'f;i/5^:t) t:^^ > • 2 

h 'J DPK^®f\it) D (3 1 - [2- (-<>y(^ ^ yv-)]^- 2 --i 

Rs^-mmL. m^tirz2- [4- [2- (^>x-f 5 2 --f 

:t) 2^> - 1 -isr- [2, - 

Mf^. : 214 - BIS-C 

IR (KBr) cm-': 3240. 2923, 1679, 1485, 1438. 
'H-NMR (d«-DMSO) 6 : 

2.40 (3H, s). 2.41 (3H, s), 2.45 (3H, s), 3.00-3.81 (15H, m), 
6.93 (IH, s), 7.13-7.23 (2H, m), 7.46-7.57 (2H, m), 
9.65 (IH, br s). 

EIMS a/z (relative intensity): 519 (M*), 352 (100). 

mmm 3 3 

N- [2. 4-t:;^ (^^;^5=■3^) - 6-;«<^;u-3-t^Ui';i'] - 3- [4 
- [3- (Tt^irV-'Ja [4, 5-b] V > - 2 - -i rntf;!'] 
'^.•^ > - 1 - ^ 7-D ^•^ > T 5 K • 2 ^^IgcD^Jii : 

4-t:x (^ 5=-;i/^3}-) - 6 - ^ 1: y > (500 mg, 
2.50 mmol) ® T H F (10 ml) ^J^tc, I- V :^^)\^T I > (277 mg, 2.75 mmo 
1) ^iJOt. *1>-C*?^TT-T^ >; D i; K (225 mg, 2.50 mmol) ©TH 

F (3 ml) o < hiPST L. 1 4 B$ r^itif L o «7jc-e#f? 

S$g^L. iV- [2, 4-tf;^ (^^;U^:t) - 6 - ;>< - 3 - 'J i^;!/] 
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T^V)UmTKh' 276 mg (JR* 44%) ^ M^m^m t LX mtz o 

1- [3- (:t^V^Ju [4, 5-b] t U > - 2 - :t ) rtii^jlj 
tf'^^i?> • 2 h U Di^^i® (199 mg, 0.39 mmol) <Oi^y-;u (10 

ml) mmiz. h V:^^)VTl > (79 mg, 0.78 mmol) $S0^, 9clzmtzN- 
[2, (^^-»i/^:t) - 6 - p< - 3 - tr U i?;!/] T^V)vmTK 

H (100 mg, 0.39 mmol) «:SPk.. 4 B HiOl»)l«?t L fc, SJi&rge * 

- (MggvgJ* ; ^ D n A : p< ^ y — ;i/= 2 0:1) X-m^ t^ iV- [ 2 , 
4-t::3; (^^;i/5^:t) - 6- y5^;i/-3-tU$^;i/] - 3- [4 - [3- 
(pl-=^1t\/D [4, 5-b] If 'J S/->- 2 -1* ;i/5^;t) ya\^jv:\ 

- 1 - -f r D/^ 5 K =Srff fc„ f# 2 ^^^i: u> ifltjfb^ 

1?!) 193 mg (IR^ 81SIS)&fttei&*S i: UTff fco 
i*;^ : 224 - 227'"C 

IR (KBr) cm-': 3413, 2922, 2424, 1683, 1404. 
'H-NMR (CDaOD) 6 : 

2.38 - 2.47 (2H, m). 2.57 (3H, s), 2.63 (3H, s), 2.64 (3H, s), 
3.05 (2H, t. J = 7.1 Hz), 3.42 (2H, t, J = 7.1 Hz), 
3.47-3.74 (12H. m). 7.24 (IH, s), 7.40 (IH. dd, J= 8.2, 5.1 Hz). 
8.04 (IH. dd, J= 8.2. 1.3 Hz), 8.44 (2H, dd, J= 5.1, 1.3 Hz). 
EIMS m/z (relative intensity): 532 (M*), 55 (100). 

nmm 3 4 

2- [4- [2- {^y -t V — )v - 2 - -i )\y^yi^) ji^;i/3 
-l--f;i/] - N- [2, (ai5^;i/5=-3r) - 6- ^^;i/-3-tfUi>* 

-:^ h -^7 A h f^- H (1.27 g, 25 mmol) (D:j^^ J (50 ml) mWi\Z^ 

;>K}tTt-3i^ >'?^:^-;u (1.55 g, 25 mmol) ^jiST b 3 0 Lfcp * 
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^ - 3 - ^ h u tf U > (2.1 g, 10 



mmol) ©DMF(40 ml) < t) iij^Tbfc. 2I^M^t^!^^> jE/iSm-& 

-3-^HDl^iJi^> 2.45 g (IE* 95 %) ^n^Si^mt Utff fee CI© 
- h D t ij (775 mg, 3 mmol) (30 ml) tmmm (1.5 ml) CDfg^ 

iSi^fc^^L,, ?K)^TT-ffiSS (4 g, 60 mmol) '>* "T oip ^ fco 1 O^fflit 

}§JK*g*Ux 3-T^y-2, 4-hr;^ ( 5^ ;i/ 5=- :t ) -6-^5^;u 
U > 590 nig (mm 86 %) &^e?ltj«t)i: UT»/io C O T 5 ^ U i^* > 
(590 mg, 2.6 mmol) © T H F (10 ml) i^miz h U x.^)\,T ^ > (304 mg, 3 m 
mol) SADx> i>:t^-C-^Jc?^TT! :7'd ^@^^:/d ?. K (606 mg, 3 mmol) S: f0 o 

aiS$:>'U:;*jy;i/:^^A<>D-x'hir^7^ — (i-u^j-;?';!. 60 g. m^mm ; 

'^.=3Fl^-> : T-feb>=10: 1 -» 5: 1) T-WSlf 2 - 7'D ^ - AT- 
[ 2 . 4 -\f7. - 6 3 - U i'-'U] T-b h r ^ h' 4 

10 mg (JR* 45 X) ?£5^?ife$h^*Btff ;t„ COT'S K (105 mg, 0.3 mmol) 
hi - [2 - (-^vt/^r + IJ-^/— 2-'f;i'5=-3|-) tr>^^£^> . 2 

h U y uJS^Wii^ (147 mg, 0.3 mmol)(Dr-b h ^ h >J ;u (8 ml) Jg^tC^ 
mi3 0 ^ (166 mg, 1.2 mmol) ?S:;bn^. MST- 3 P^P^Jg^ U feo S/iSjl-^i^ 

(i' U 25 g. M^^^ ;'^=^-b-> : 7'-feh>=3 : 1 ^ u u if. )V 

A : p<^y-;i,= 2 0:1) t-Mi^b. ft nfc $ T -b h >--^^-y- 

>ct t):B$g^b. gflvJ-fb^^J 140 mg (JR^ 88 %) ^m^^^t LXntzo 

: 108 - 109°C 
IR (KBr) cm-': 3433, 3304, 1697, 1500, 1482. 
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'H-NMR (CDCI3) 6 : 

1.32 (3H, t. J = 7.3 Hz), 1.35 (3H, t, ^ = 7.3 Hz), 2.47 (3H, s), 

2.64-2.70 (4H, m), 2.74-2.81 (4H. m). 2.85 (2H, t, J = 6.8 Hz), 

2.93 (2H, q, J= 7.3 Hz), 3.16 <2H, q, J = 7.3 Hz), 3.20 (2H, s), 

3.49 (2H. t. J= 6.8 Hz), 6.70 <1H, s), 7.22-7.30 (2H, m), 

7.44 (IH, m). 7.59 (IH, m), 8.53 (IH, br s). 

EIHS a/z (relative intensity): 531 (M*), 381 (100). 

7C^^*f : C2sH33N502S3i: 

th»fi : C, 56.47; H, 6.25; N, 13.17; S, 18.09. 
mmiM : C, 56.73; H, 6.23; N, 13.08; S, 18.20. 

mtMm 3 5 

2 - [4 - [2 - (7-^ h ^i^tl )\y^^-)V^>y'-:i-^'^}-'J — )\^ - 2 --i 

;r) t'^^i?>-l--i';i/] - N- [2, (:ii5^>'l/^2|-) - 

6-^^;i/-3-tr»Ji:;;u] T-t hT K KcDi^il: 

1- [2 - (-<.>'J:pi:^v-'J — }u - 2 - ^ t:-«.'7>^>- 2 

h U 7 DB?^igC!>{-<;fc Dtci- [2 - ( 7 - h =^ iy :t3 )\^ tT^ ~ ^ >ir 
^V-'J — )l'-2-'<JU^:t) l^'^^i^^- 2 h'J DS^^JSSffl 

atife : 118 - 119*0 

IR (KBr) cm-': 3424, 3350, 1718, 1505. 
'H-NMR (CDCI3) <S : 

1.32 (3H. t. J = 7.4 Hz), 1.36 (3H, t, J = 7.4 Hz), 2.47 (3H. s), 
2.66-2.70 (4H, m), 2.74-2.78 (4H, m), 2.87 (2H. t, J = 6.8 Hz), 
2.93 (2H, q, J= 7.4 Hz), 3.15 (2H, q, J= 7.4 Hz), 3.19 (2H, s), 
3.52 (2H, t, J= 6.8 Hz), 4.00 (3H, s), 6.70 (IH, s), 
7.34 (IH, dd, J= 8.1, 7.8 Hz), 7.77 (IH, dd, J= 8.1, 1.2 Hz), 
7.88 (IH, dd, J= 7.8, 1.2 Hz), 8.53 (IH, br s). 



- 86 - 



wo 98/54153 



PCT/JP98/02300 



BIMS a/z (relative intensity): 589 (M*), 380 (100). 

TC^^W: C27H35Ns04S3 t 

l+j?fit : C, 54.99; H, 5.98; N, 11.87; S, 16.31. 
: C, 54.98; H, 5.96; N, 11.75; S, 16.26. 

mmm 3 e 

2- [4- [2- ('^>\/7f*-9-v' — ;u- 2 -^>>b5=-3r) hr'^^s?^ 
-l-'f;i/] - [2, (•< y rn t:;i/f^:^) -6-^^;i/-3- 

i- h 'tf Ik^ 'jrtiTf.^iy K (2.05 g, 25 mmol) CD 2 - — )\, (50 

ml) tKJ^Ts 2 - ra ;i >^^ — ;i/ (1,90 g, 25 mmol) =£?gT b 3 

0 ^r^mjt bfco *}^T® ^ 4->?^:7nD-6 - ^ "f- )\> - 3 - n h a t: 
'J (2.07 g, 10 mmol) ©DMF(40 ml) ^r«^(5>o < D iiiSTU/io 2 

JJi»:i$t?tu. h u A-t-^^^^. ^5«4g^b. 2, 4-tx (^fyr 

tii^jh^yjr) - 6- :>i^)V-3-~hci\:::Vi^> 2.77 g (iK^ 97%) &li 
^sff^KSi: UT ft ;t:o C©-hDtr>Ji;> (1.08 g, 3.77 mmol) ^mWt (35 
ml) iiiS^Sf (1.6 ml) (Dm^-^mmiZ^mL. *?&TT'ffiS8 (2.96 g, 45.25 
mmol) S:'J>S-roiDx.fcp m^JtlfSs HliS iig^ * jffijS 

y-il/*-7A^DVh;y77>f - (J!lgg^J« ;'v^-9-> : B^^3i^;i/=3 0 : 

1 -* 10:1) x-mmv. 3 -T ^ y - 2 , 4 (-fyrotT^u^si-) 

-e-^^)Vi:Vif> 774 mg (1R$ 80 X) bTff fco 

Z(DT K y \:f V (774 mg, 3.02 mmol) ® T H F (10 ml) ^rttc h U 
^;i'T$> (336 mg, 3.32 mmol) $:Snx. U T- 7jc?^T T* P ^ 1^ ^ :7 d ^ 
H (732 mg, 3.62 mmol) <S:Ja> o < t) ii?i§T b. 1 7 mmmr^ l^Tzo ^liBM 
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mi^m ; ^'^V-y : BfiJi?-;u = 10 : 1) "CSSIJ U T iV- [ 2 , 4 - t::^ 
(•Y VT-D - 6 3 -l^ 'J - 2 - t'd ^ T-b b r ^ 

H 595 mg {IR^ 52 %) *«Rfe)^*^-Cff fc. 

MTx iV- [2, (^^->l^?^;r) - 6 - ^ - 3 - \f V )Vl - 

2-m^7'-bhT5 KofttolJJciy^- [2, (-fvrDi;;i/^;r) 

- 6 3 - u - 2 -m.^ T'-fe h T $ Y^m\>^xmmm 2 4 

JiPlltCK/iS • itaa t> ffe>ixfe2- [4- [2- (--;>\;;t=*--y-\/ — 2 
-'f;i/^:t) x^;i/] 1 _^;^] _ ^v"- [2, 4-tf^ ( -T V T 

D - 6 -jt^)]^- 3 - t 'J T-fe h T ^ h' ^ 2 Jg^^gi: g 

Siji^ : 159 - lerC 

IR (KBr) cm-': 3421, 2965. 1695, 1502, 1454. 
'H-NMR (d»-DMSO) 6 : 

1.29-1.35 (12H, m), 2.46 (3H, s), 2.93-3.33 (12H, m). 
3.52 (2H, t, J= 7.0 Hz). 3.61 (IH, m), 3.94 (IH, m), 
7.00 (IH, m), 7.30-7.35 (2H, m), 7.57-7.63 (2H. m), 
8.16 (IH. s). 

EIMS a/z (relative intensity): 559 (M*), 125 (100). 

mmm 3 ? 

2 - [4 - [2 - (.^>x-i s. v-j-;\,- 2 j]y^7r) t:-<.5' 5;= > 

-l--r;i/] -N- [2, 4-tiX (-f V7-D l^;i/^:t) -6-^^;i.-3- 
>; ;i/ ] -fe h T $ K ® ggjli : 

nmm 2 2{zm\:,x. 2 - ^ )\^t>r v ^y^jTir^^^j -)\^oyi%t> f)\z2 - ^ 

;P*7'h-^>X^*5<5'-^/ — ;^:S:ffll^-C. 1- [2 - (^>X-l'5<5^^/-;i/-2 
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• 2 b V y )]/:i-vmmik (160 mg, 0.27 mmol) t N- [ 2 , 4 - Ifx^ 

(-f vrp t;;b^:^) - 6 - ^ 3 - 1: y - 2 -:rn^:r-fe h 7 5 

K (100 mg, 0.27 mnol) OT-k h - b y ;u (5 ml) ^)«[{c^K* 'J A (146 
mg, 1.08 mmol) ifeiDx. MUt 3f^mmn i^tzo fi/i&jft ^;dc-e#»? 

d:^;1/A : ^ ^ y-;W= 2 0:1) "OWSS f§^)nfeiKS>fe3i-7^;U--«.^ 

sfl<7'fb-&^^ 104 mg (ir^ 70%) ^m^^^mti^xmtzo 

SliS : 186 - 188°C 

■R (KBr) cm-': 3197, 2963, 2816. 1660, 1518, 1491. 
IH-NMR (CDClo) 6 : 

1.35 (6H, d, J = 6.8 Hz), 1.36 (6H, d, J = 6.8 Hz), 2.47 (3H, s), 
2.83-3.05 (8H, m), 3.07 (2H, t. J = 5.4 Hz), 3.30 (2H, t, J = 5.4 Hz), 
3.34 (2H, s). 3.51 (IH, sept, J= 6.8 Hz), 4.04 (IH, sept. J= 6.8 Hz), 
6.76 (IH, s), 7.19-7.23 (2H, m), 7.51-7.56 (2H, m), 8.34 (IH, br s). 
EIMS a/z (relative Intensity): 558 (M*), 125 (100). 

mmm 3 8 

2- [4- [2- i-<>^J^T'/ — )l'- 2 Jl^yi-) 

l-'f;i/] - N- [2, 4 - tf X (-f V rn t;;i/5^::t ) - 6 - ^ ^ - 3 - b: 

'J S'*;!/] T-fe h T 5 K • 2 mmi^(Dmm : 

it^^. : 139 - 14Z°C 

IR (KBr) cm"': 3424, 2962, 1690, 1456, 1428. 
•H-NMR (dp-DMSO) 6 : 

1.31 (6H, i, J = 6.6 Hz), 1.34 (6H, d, J = 6.6 Hz), 2.45 (3H, s). 



- 89 - 



wo 98/54153 



PCT/JP98/02300 



3.05-3.37 (lOH. m), 3.46-3.52 (2H, m), 3.61 (IH, sept, J= 6.6 Hz), 

3.74 (2H, t, J= 7.2 Hz), 3.93 (IH, sept, J= 6.6 Hz), 6.99 (IH, s), 

7.37 (IH, m), 7.47 (IH, m), 7.86 (IH, A, J = 8.4 Hz), 

7.96 (IH, d, ./= 7.8 Hz), 8.34 (IH, br s). 

EIMS b/z (relative intensity): 575 (M*), 125 (100). 

mmm 3 g 

N- [2, ('f V TD b^;i/^:t) - 6 - p< - 3 - t 'J i^-H/] -2 

- [4 - [2 - {1 - ;f. V^i^ii — ^j^^^^sj^)^- 2 --i 

tf^^ 1 r-fe h T 5 KOMjit : 

: 60 - 63°C 

IR (KBr) cm"': 3302, 2960, 1726, 1702, 1482. 
'H-NMR (CDCI3) 6 : 

1.35 (6H. d, J = 6.6 Hz), 1.36 (6H, d, J = 6.6 Hz), 2.46 (3H, s), 
2.62-2.93 (lOH. m), 3.14-3.24 (2H, m). 3.46-3.57 (2H, m), 
3.96-4.06 (2H. m), 4.00 (3H, s), 6.76 (IH, s), 7.35 (IH, m), 
7.76 (IH, d, J= 7.8 Hz). 7.88 (IH, d, J = 7.5 Hz), 
8.50 (IH, br s). 

EIMS a/z (relative intensity): 617 (M*), 334 (100). 
7C^^*f : C2,H3.Ns04S3 1 LT 
iiWiM. : C, 56.38; H, 6.36; N, 11.34; S, 15.57. 
: C, 56.30; H, 6.25; N, 11.21; S, 15.50. 



mmm 4 0 

N- [2, (-f V 7"D i^;i/^3t-) - 6 5^>»i/- 3 - tr ij -2 
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- [4- [2- (:t^V9ti [4, 5-b] tf U > - 2 - -f ) 

[4, 5-b] 'J i'>^rffl^^Tll^(g^^y 3 7 i:iRi«icsj5S • ^a3Iu^ ifl«)^b-& 

itjfe : 170 - 172*C 

IR (KBr) cm-': 3416, 2967, 1699, 1615, 1496. 
'H-NMR (d.-DMSO) 6 : 

1.31 (6H, d, J= 6.7 Hz), 1.34 (6H, d, J = 6.7 Hz), 2.45 (3H, s), 
3.00-3.38 (lOH, m). 3.56-3.65 (3H. m), 3.74 (2H, t, J = 7.1 Hz). 
3.94 {IH. sept, J= 6.7 Hz), 6.99 (IH, s), 

7.33 (IH, dd, J= 8.0, 4.9 Hz). 8.00 (IH, dd, J= 8.0, 1.4 Hz), 
8.44 (IH, dd, J= 4.9. 1.4 Hz), 9.30 (IH, br s). 
EIMS m/z (relative intensity): 560 (M'), 277 (100). 

mmm 4 1 

2- [4- [3- i^>V:t — 2 - )V^-t) rDt:;u] tr^^i;' 
>-l-'f;u] -N- [2, 4-h:;^ ( -i" v r n tf 5^ ;j- ) -6-^5^;i/-3 

1- [3- (^> v^jT^-y-"/ — 2 --f ;i/^3}-) rnh:;!/] tr^^-^i^^. 
2 h 'J y }Vyirvmmi^ (llO mg, 0.22 mmol) i: TV- [ 2 , 4 - Kj;^ (-f y r 
Dl^;i/^;r) - 6 - ^ 9- }V - 3 - \^ V )V1 - 2 - ya^T-i: hT 2, h' (82 m 
g, 0.22 mmol) OT-fe h :r h ij (4 ml) mmizm^^io U >i» A (120 mg, 0.88 

mmol) ^im^. snmmi^vtz, s.}tm^7KX'm^LEtm:^^jvx'mtiivfzo 

0:1) xmmL. nbntz2 - [4 - [3 - (-<>^/:t^-t^-^/-;U-2— 
^I'^pf) T-Pi^;!/] tr-?.^ 1 -^^ [2, 4-t;;^ (-fyra 
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t^lb^m 71 mg {lUm 51%) LTff ^c. 

aii^ : 178 - 181^ 

IR (KBr) cm"': 3424. 2964, 1691, 1499, 1454. 
'H-NMR (d.-DMSO) 6 : 

1.22 (6H, d, J= 6.6 Hz), 1.25 (6H, d, J = 6.6 Hz), 2.17-2.25 (2H, m), 

2.37 (3H, s), 2.83-3.30 (12H. m), 3.38 (2H. t, J = 7.1 Hz), 

3.51 (IH, sept, J= 6.6 Hz), 3.84 (IH, sept, J= 6.6 Hz), 

6.90 (IH, s), 7.21-7.28 (2H, m), 7.49-7.54 (2H, m), 8.94 (IH, br s). 

EIMS a/z (relative intensity): 573 (M*), 111 (ICQ). 

mmm 4 2 

2- [4- [2- v-:^^-9-</ — 2 --f ;i/^;t) 

-l-'f;!/] - N- (2-^^;i/^;r-3-trui^;u) T'-bhT'^K- 2 mm 

mocmm : 

3-T5.y-2- b:y$^> (248 mg, 1.77 mmol) ®THF 

(5 ml) mWL\Z V U K > (197 mg, 1.95 mmol) ^ImX. ^v^-T^XJ^ 

Tt: T^D^g^^T'D ^ K (428 mg. 2.12 mmol) O T H F (1 ml) ^^StrjiST 

i' 'J A-y^l/A^ A D V h 7 ^ _ (1113^^3^ ; ^^-y-^ : g^^ai5^;i/ = 
5 : 1) t-MSJttAr- ( 2 3 - If U '>-;u) -2-rD^7-tr 
hT? K 104 mg (JR$ 22 X) ^Mfit^*^ -t:-^# Ac. 

1- [2 - ('O^/^l-^^r-tfl/ — ;i/-2--i'>(W^::j-) jc^;i/] tr^^i?>- 2 
h 'J 7;U;J-DS^^^ (190 mg, 0.39 mmol) h N- (2-^5=-;i/5^3f--3-tr 
U $^*;i/) - 2 - T'D^T-fe h T = h' (101 ig, 0.39 mmol) OT-te V - Y ^) )V 
(5 ml) JgMtc:^^* 'J "^7 A (214 mg, 1.55 mmol) ^Sn^s 3 0$ ftg jt f L „ 
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-f — imm^m ; ^ d dt^;!, a : ^ ^ ^ -;i/= 2 0:1) t-iliS^ b 2 - [ 4 - 

- A^- ( 2 ^;i/^:<f - 3 - y T'-b b T ^ K 147 mg (IR^ 74 %) 
ifc^ : 186 - 189°C 

IR (KBr) cm-': 3424. 2926. 2553. 1702. 1504. 1453. 
'H-NMR (CDaOD) S : 

2.65 (3H. s), 3.26-3.37 (5H, m), 3.60-3.80 (7H, m), 3.79 (2H, s), 
7.31-7.38 (3H, m), 7.55 (IH, m), 7.61 (IH, i). 8.13 (IH. m). 
8.38 (IH, m). 

EIMS m/z (relative intensity): 443 (M*). 125 (100). 

nmm 4 3 

2 - [4 - [2 - (^>^/:^}-^■9-^y-;^-2-'r;^^3^) tr^^>:^> 

- 1 - -f ;i/ ] - N- (2-^^>)l/-6-^^;i/^3r-3-l^<Ji?;W) r-fehT' 
^ : 

3-T5y-2 - (^^;U^:r) 'J >CDftto 0 3 5 y - 2 - ^ 5^ 

;i/-6- (y^^b^^r ) t: u > ^£fflv^-rll^|gfiaJ4 2 t isi^irs/iS • 5as 

Skj^ : 116 - 117-C 

IR (KBr) cm"': 3265, 2944, 1670. 1497. 1453. 
'H-NMR (CDCI3) <y : 

2.49 (3H, s). 2.54 (3H, s), 2.60-2.80 (8H, s), 2.82-2.95 (8H, m), 
3.12-3.24 (2H, m), 3.43-3.57 (2H. m), 7.04 (IH, d, J = 8.6 Hz), 
7.22-7.32 (2H, m), 7.44 (IH, d, ./ = 7.3 Hz), 7.58 (IH, d, J = 7.3 Hz), 
8.30 (IH, d, </= 8.6 Hz), 9.20 (IH, br s), 
EIMS a/z (relative intensity): 457 (M^), 125 (100). 
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TC^^J-Hr : C2aH27Ns02S2 • 0.4H20i; LT 

fh^^a : C, 56.85; H, 6.03; N, 15.07; S, 13.80. 

nmm : c. 56.94; h, 5.90; n, 14.94; s, 13.65. 
^mm 4 4 

2- [4- [2- \/:t=^r-9- V^-^b- 2 --r t'^^2;> 

- 1 - 'f - N- ( 6 2 - ;>{ - 3 - tT »J T-te h T 

S -T ^ J - 2 - \^ V i^>(Dn.t> iZ 3 -T^ J - 6 - 

Bf^ : 200 - 203"'C 

IR (KBr) cm-': 3416, 2924. 1698, 1507. 1455. 
'H-NMR (de-DMSO) 6: 

2.42 (3H, s), 2.49 (3H. s), 3.05-3.13 (4H, m), 3.22-3.30 (4H, m). 
3.38 (2H, t. J = 7.4 Hz). 3.49 (2H. s). 3.70 (2H, t, J = 7.4 Hz). 
6.94 (IH, d. J= 7.9 Hz). 7.25-7.31 (2H, m), 7.52-7.60 (2H, m), 
7.68 (IH, d, J= 7.9 Hz). 9.32 (IH. br s). 
EIMS a/z (relative intensity): 457 (M*), 125 (100). 

mmm 4 5 

2- [4- [2- (^>'J:;f^V'J — )l^- 2 - -( 

-l-'f;i/] - N- [2, 4-'>'^h + i'-6-;><^;b-3-b:>Ji?;i/] T-t 

3 -T ^ ^ - 2 - i^^A^Ti-) 'J i-'>Oitfc ic 3 -r 5 y - 2 . 4- 
h 6 5^;n:^ y > ^£ffl^^•rllM^?!l 4 2 i: III lite SJi£; • mm 

M)^ : 113 - 115°C 
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IR (KBr) cm"': 3326, 2944, 1698, 1600, 1504. 
'H-NMR (CDCI3) 6 : 

2.42 (3H, s), 2.57-2.97 (lOH, m), 3.13-3.22 (2H, m), 
3.45-3.57 (2H, m), 3.84 (3H. s), 3.91 (3H, s). 6.42 (IH. s), 
7.22-7.31 (2H, m), 7.44 (IH, m). 7.58 (IH, m), 8.22 (IH, br s). 
EIMS m/z (relative intensity): 471 (M*), 307 (100). 
TC^^ff : CasH i.NsO^St UT 
Btlffil : C, 58.58; H. 6.20; N, 14.85; S, 6.80. 
: C. 58.54; H, 6.24; N. 14.88; S, 6.79. 

mmm4 6 

2 - [4 - [2 - y :;t ^ ^ - )i, - 2 - )V ^ :t ) \^-<^=7 

- 1 - )\^2 - N- [4, 6 -\i7. {^^JV^:t) - 5 - \^ U K JV2 T -t h 

4 , Q -\^7. ( ^ f=- ;i/ 5^ ;t ) - ^ -T X J \^^) X'jy (120 mg, 0.7 mmol) 
® T H F (2 ml) h U )\^T \ > (78 mg. 0.8 mmol) $Sn^. 

iJjV^T- ^Btat^D ^ H (141 mg. 0.7 mmol) <fc?jgT Ls lB#KmjfLfe, 

iBiSiv^/-^^ •> >i7 At-HfeiS^. SiSESgsfeUfe, * U * ;i/ * ^ A 
DVh<^77-f - (i^'J*y;i/20g. JUia^jSE ;'vr\r-b-> : T-feh>=5 : 
1) -c-HSSiU. N - [4, (^5^;i/^:t) - 5 - 5 - 2- 

T'D^T'-fe b T 5 H 78 mg (JRJ^ 40 %) ^^^6)^^ i: b T W^co 
1- [2 - (^>^/:r^•t^•^/-;^-2-'^;^^7^) 3l^;l/] t:'^^i>->. 2h 
7;u:t DjS^ggJa (123 mg, 0.25 mmol) OT"^ h — h U ;i/ (3 ml) vgjiStC;^ 

U -^7 A (104 mg, 0.75 mmol) . 5fe «3 f# tl T 5 h* (78 mg, 0.25 mmol) 
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-JV= 5 0:1) -CJiiSiLx SSfHt-^m 70 mg (iRi^ 57 X) S^ftfeii-JKS 
M}^ : 171 - 172*0 

IR (KBr) cm-': 3441, 3280. 1699, 1528, 1412. 
'H-NMR (CDCI3) 6 : 

2.54 (6H. s), 2.63 - 2.80 (8H, m), 2.86 (2H, t, J = 6.8 Hz), 
3.21 (2H, s), 3.49 (2H, t. J = 6.8 Hz), 7.22 - 7.32 (2H, m), 
7.44 (IH, m). 7.59 (IH, m), 8.67 (IH, s), 8.67 (IH. br s). 
EIMS a/z (relative intensity): 489 (M*-l), 339 (100). 
TvM^Vi : C» iHa eNeOjSs i: UT 

St»fit : C, 51.41; H. 5.34; N, 17.13; S, 19.60. 

mmm c, 51.42; h, 5.45; n, 16.90; s, 19.41. 

mm0i 4 7 

2 - [4 - [2 - {-^>'J7r^V-'J — J\y-2-^)V^:t) 3L^ju2 \l^'7V>y 
-l-'T;!/] - N- (2, 4, 6-hU^5^>»l/-3-trUi^';U) T-^iYTX 
Yo>WM : 

3-7'5y-2- (^ 5^;i/5=-;r) \f.^)Vy<0{Xt>X>\.Z2,-TXJ-2, 4, 

6 - h ij j< 5^;n^ ij i?>-^m\^x%mm 4 2 tPiaiicsje • Mau, se^j^b-^ 

Bi^M : 159 - 160*0 

IR (KBr) cm-': 3262, 2943, 1666, 1500, 1453. 
'H-NMR (CDC1>) 6 : 

2.21 (3H, s), 2.46 (3H. s), 2.51 (3H, s), 2.65-2.80 (8H, m), 
2.89 (2H, t, J= 6.9 Hz). 3.22 (2H, s), 3.51 (2H, t. J = 6.9 Hz). 
6.94 (IH, s), 7.22-7.31 (2H, m), 7.44 (IH. m), 7.59 (IH, m). 
8.66 (IH. br s). 
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EIMS m/z (relative intensity): 439 (M*), 163 (100). 

TC^^W : C23H29Ns02Si: LT 

St^fii : C, 62.33; H, 6.69; N, 15.80; S, 7.24. 
: C, 62.26; H, 6.68; N, 15.62; S, 7.16. 

%mm 4 8 

2- [4- [2- ('<>\/^:^-y-\/ — 2 -'f ;)/^;r) tr^7$^> 
- \ - -i -N- (2, 4, 6-hy-fvrDt:;i/7xr:;i/) T-fehT5H 
® : 

2, 4, e-hU-rVT-D tr^j/Txi U > (219 mg, 1.0 mmol) (J> ^ n u iis )\, 
A (3 ml) mm:, h U Ji^;i/T 5 > (111 mg, 1.1 mmol) 4iP^. V ^ "C- :?Jc }^ 
TT r D^g^Sf T'D ? K (222 mg, 1.1 mmol) *(d)o<!3i:?gTL. IB^P^Jt 
#Lfc<, S^&r^^!^^ ii,^ ^ 5^ S: ^ 5=- ;i/ -C- Jdi tb L ^ o Mm.m^%mwL. 

g> ; ^^1^- > : r-b h > = 5 : 1 ) T?)^a^^^ ^:^-tJ->-JL — 7=- 

^l/A^ ^> 2-:/D^-N - (2", 4, 6-hU'fV7'Dt:;i/7jcr:;i/) 

T^YTX K 275 mg (JR^ 81%) SMfeffW^i; U-Cfffco 

1- [2 - (v-i>v^:t^t»-'-/ — ;U-2-'f;i/^:d-) tr^^i7>. 2 

h 7;i/2|-Di^^tg (147 mg, 0.3 mmol) ©T-b b ^ h U ;i/ (5 ml) 
ST-jK^*ye7A (124 mg, 0.9 mmol) , ^{zff e. nfc 7"- U K (102 mg, 0. 
3 mmol) -^m^tS^^. 4l$r^JtfiiUfc, SJ(S?^**T-#f? tg^^3if^;i/-CJSai 

S:ig*L/:o ^;a*i^'J:*f'y;u*-7A^^Dvhi>'-77-i' — <^\y ^) ff )\^ 12 g. 
Mlfj^JX ;^^it>:T-lrh>=5:l) -C-»@^ Ls -Ni(r-b->-T-feh>A^e> 

L ifl^fb-^t; 75 mg (JR^ 48%) ^ S^I^Sf «^ i: U T » ^co 
B4;^> : 160 - 163°C 

IR (KBr) cm-': 3433, 3239, 1666, 1498, 1455. 
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'H-NMR (CDCI3) 6 : 

1.21 (12H, d, J = 6.8 Hz), 1.24 (6H, d, J = 6.0 Hz), 

2.60 - 2.76 (8H, b), 2.84 (2H, t, J = 6.8 Hz), 

2.89 (IH, sept, J = 6.0 Hz), 2.98 (2H, sept, J = 6.8 Hz), 

3.21 (2H, s), 3.49 (2H, t, J = 6.8 Hz). 7.03 (2H, s), 

7.22 - 7.31 (2H, a), 7.44 (IH, m), 7.58 (IH. m), 
8.67 (IH, br s). 

EIMS a/z (relative intensity): 522 (M*, 100). 
7cM^^ : C3oH48N«02Si: LT 
i\-nm : C, 68.93; H, 8.10; N, 10.72; S, 6.13. 
: C, 68.89; H. 8.05; N, 10.64; S, 6.11. 

mmm 4 9 

2 - [4 - [2 - > :X ^ K V/ — - 2 - -C ^ :t ) tr--<^^i;'> 
-l-'f;!/] - N- (2, 4, 6 - h 0 'J r a \:: y 3L - jv) T-fehT^K 
©S{3g : 

2 -jtJU-tiy h ^ > ^ V- — JKOfit) K> \Z 2 - ^ }Vti y V X 

: 217 - 218'C 
IR (KBr) cm-': 3440, 3292, 2959. 1670, 1498. 
'H-NMR (CDCI3) 6 : 

1,22 (12H, d. J = 7.1 Hz). 1.25 (6H, d, ^ = 7.1 Hz), 

2.74-2.97 (IIH, m), 2.99 (2H. sept, J= 7.1 Hz), 

3.24-3.27 (2H, m), 3.35 (2H, s), 7.04 (2H, s), 7.19-7.24 (2H, m), 

7.37 (IH, m), 7.65 (IH, m), 8.43 (IH, br s). 

EIMS m/z (relative intensity): 521 (M*), 372 (100). 

TC^^tff : C3oH43NsOSi: LT 
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tiWm : C, 69,06; H, 8.31; N, 13.41; S, 6.14. 
mmm C 69. IS; H, S.ai; N, 13. 16; S, 6.14. 

2- [4- [2- (^>''/^T^/ — ?U- 2 )\^^:;f) br^^J?> 
-l-'f;!/] -N- (2, 4, 6-hU-fv rn tr;i/7 T-fe h T ^ K 

<omm : 

2-^;u*7*N'^>\/:t#-»*-v/ — ;i/<D'fttot){c2-p<;i/*rh^>^/f^Tvf 

: 117 - IIS'C 
IR (KBr) cm"': 3435, 3263, 1683, 1668, 1493. 
'H-NMR (CDCI3) 6 : 

1.21 (12H. d, J = 7.1 Hz), 2.24 (6H, d. J = 7.1 Hz). 
2.60-2.77 (8H, m), 2.83 (2H, t, J = 7.3 Hz), 

2.89 (IH. sept, J= 7.1 Hz), 2.98 (2H, sept, J= 7.1 Hz), 

3.22 (2H, s), 3.54 (2H, t, J = 7.3 Hz), 7.03 (2H, s), 
7.29 (IH, m). 7.41 (IH. m), 7.76 (IH, m), 7.85 (IH, m), 
8.56 (IH, br s). 

EIHS m/z (relative intensity): 538 (M*), 359 (100). 
7C^^*f : C3oH4jN40Sj bt 

M\nm : C, 66.88; H, 7.86; N, 10.40; S, 11.90. 

mmm c, ae.es; h, 7.79; n. 10.15; s, 11.79. 

mmm 5 1 

2- [4 - [2 - (7 - h ^'>tiJl7rs — )U^yj7i-^V'J — J]y - 2 - ^ J]/^ 
i^^^i^^-i-^;!,] - N- (2, 4, e-hU-fvrDl^^W 
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Mj^ : 153 - 155'C 

IR (KBr) cm-': 3427, 3248, 1723, 1664. 1501. 
'H-NMR (CDCls) <y : 

1.21 {12H, d, y= 6.8 Hz), 1.24 (6H, d, J = 6.8 Hz), 

2.60-2.74 (8H, m), 2.85 (2H, t, J = 6,8 Hz). 2.86 (IH, sept, J= 6.8 Hz), 
2.98 (2H. sept. J= 6.8 Hz ), 3.21 (2H. s), 3.51 (2H, t, J = 6.8 Hz). 
4.00 (3H, s), 7.03 (2H. s), 7.35 (IH, t, J = 7.8 Hz), 
7.77 (IH, dd, J = 7.8. 1.2 Hz). 7.88 (IH. dd, J = 7.8, 1.2 Hz), 
8.56 (IH, br s). 

EIMS m/z (relative intensity): 580 (M*), 373 (100). 
TC^^Uf : C32H44N404St bT 

: C, 66.18; H. 7.64; N. 9.65; S, 5.58. 

mmm : c 66.27; h, 7.63; n. 9.46; s. 5.52. 
mmm 5 2 

2- [4- [2- (:t^D-^Ja [4, 5-b] \^Vi^>-2-^ :su^ 
;u] tr^^2^->- 1 --f -N- (2. 4, 6 - h u -f vrp ai^;v) 
T-fe h T 5 HcDiSig : 

2-;<;u:*rh^>i/:t=^-y-i/ — ;i/©ftb»3{w2-;.<;u*rb:3-^-9-V^D 
[4, 5-b] l^'J2^>«:fflV^T^J|g0!l4 8 i:l^l«{cSJCD • ilfflL. Sft^-ffc-^ 

Btji^ : 144 - 145-C 

IR (KBr) cm": 3434, 3247, 2959, 1668, 1490. 
'H-NMR (CDCI 3) (5 : 
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1.21 (12H, d, J = 6.8 Hz). 1.24 (6H, d, J= 6.8 Hz), 

2.62-2.76 (8H, m), 2.84-2.94 (3H. m). 2.98 (2H, sept, J= 6.8 Hz), 

3.22 (2H, s), 3.56 (2H, t, J = 6.7 Hz), 7.03 (2H, s), 

7.19 (IH, dd, J= 8.1, 4.9 Hz), 7.70 (IH, dd, J= 8.1, 1.5 Hz), 
8.46 (IH, dd, J= 4.9, 1.5 Hz), 8.56 (IH, br s). 
EIMS a/z (relative intensity): 523 (M*), 372 (100). 
Tim^m : C2.H4iNs02Si: UT 

: C, 66.51; H, 7.89; N, 13.37; S, 6.12. 

nmm c, 66.55; h, 7.94; n, 13. 21; s, 6.13. 

mmm 5 3 

2 - [4 - [3 - (^vv'^^-y-^/ — ;u-2-'(';i/5=-3t-) 7"Dt:;i'] tr^^i^^ 
>-!-'<•;)/] -N- (2, 4, 6 - h 'J y rn tr;i/7 i^;!/) T±hTS. 
KcDM 3i : 

MMm 2 2 l,zm\:,X. 1- ( 2 - h H D -> b: ^ > © ft !c 

1- O-bh'Di^ixrnt;:;!/) tr•^^i?>$:fflv^Tl - [3 - (^>\/3j-^ 

: 125 - 127°C 
IR (KBr) cm"': 3429. 3234. 2958. 1663, 1503. 
'H-NMR (CDCI3) 6 : 

1.21 (12H, d, J = 6.8 Hz), 1.24 (6H, i, J = 6.8 Hz). 
2.04 (2H. quint, J= 7.1 Hz ), 2.51-2.56 (6H, m), 
2.72-2.76 (4H, m), 2.89 (IH, sept, J= 6.8 Hz), 
2.98 (2H. sept, J= 6.8 Hz), 3.22 (2H, s), 
3.38 (2H. t, J = 7.1 Hz). 7.03 (2H, s), 
7.21-7.32 (2H. m), 7.44 (IH, m), 7.59 (IH, m). 
8.58 (IH, br s). 
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EIMS m/z (relative intensity): 536 (M*. 100). 
7X.%^\rx : C3iH44N«02Si: Lt 

: C, 69.37; H, 8.26; N, 10.44; S, 5.97. 

: C, 69.28; H, 8.28; N, 10.43; S, 5.98. 

Illi0!l 5 4 

2- [4- [3- (.^>X^ ^ 2 ;u^:t) r D ^ 

>-l--f;i/] -N- (2, 4, 6 - b y V T-D T-bhT^ 
KOMjIg : 

2-;>t;i/*rh'<<>v^^d|^i^-^/ — ;^©f^t)^3{C2-^;l/*r^^>X'f^^'• 
B*^> : 229 - 231'C (d) 
IR (KBr) cm"': 3433, 3261, 2961, 1654. 
'H-NMR (CDCU) 6 : 

1.22 (12H, d, J = 6.8 Hz), 1.25 (6H, d, J = 6.8 Hz), 
2.02 (2H, quint, J= 6.5 Hz ), 2.58-2.68 (6H, m), 
2.84-2.92 (5H, m), 2.99 (2H, sept, J= 6.8 Hz), 
3.31 (2H, t, J= 6.5 Hz). 3.32 (2H, s). 7.04 (2H. s), 
7.17-7.24 (2H, a), 7.38 (IH, m), 7.65 (IH, n), 
8.50 (IH, br s). 

EIMS a/z (relative intensity): 535 (M*), 139 (100). 
TzM^^ : Cj.HisNsOSi: L-t: 

t\mm : C, 69.49; H, 8.47; N, 13.07; S, 5.98. 

mmm : c, 69. 41; h, 8.44; n, 12.82; s, 5.90. 

Mmm 5 5 

2- [4- [3- {^y^J^T^J-))y.- 2 )\^^^) 7-Dtr;u] t:-5.^i>-> 
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(omm. : 

ffl;^ : 107 - 108*C 

IR (KBr) cm": 3436, 3227. 2956, 1669. 
'H-NMR (CDCl,) <y : 

1.21 (12H, d, J = 6.8 Hz), 1.24 (6H. d, J = 6.8 Hz), 
2.03 (2H, quint, J= 7.1 Hz ), 2.50-2.55 (6H, m), 
2.72-2.76 (4H. m), 2.89 (IH. sept, J= 6.8 Hz), 
2.99 (2H, sept, J= 6.8 Hz), 3.22 (2H, s), 
3.41 (2H, t, J= 7.1 Hz), 7.03 (2H, s), 7.29 (IH, m), 
7.41 (IH, m). 7.76 (IH, m), 7.85 (IH, m), 8.59 (IH, br s). 
BIMS a/z (relative intensity): 552 (M*), 385 (100). 
TC^^W : C3 iH<4N40S2 L T 

mnm c, 67.35; h, 8.02; n. 10.13; s, 11. eo. 

mmm : C, 67. 20; H, 8.O8; N, 10. Ol; S, 11.59. 

mmm 5 e 

2 - [4 - [3 - (7-^ h ^ iJ =. )V ^> 'J :;ir ^ 'J — )V - 2 - ^ )]/^ 
:t) rDir;i/] t:^.^ > - 1 _ ^ _N- (2, 4, 6 - h U V r D b: 

2 - h v^pj-:^ CD ft t)(c7-^ h^i/*;u:tf^;i'-2 

-^;^*7•^^>^/;i-:^^■^^■^/-;^<£:ffll,^■rll^fifi?!l5 a i:i5)4^tcM^fc • mmv. 

S4;^ : 137 - 139'C 

IR (KBr) cm': 3433, 3260, 1727, 1661, 1505. 
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'H-NMR (CDCI3) 6 : 

1.21 (12H. d, J = 6.8 Hz). 1.24 (6H. d, J= 6.8 Hz), 

2.06 (2H, quint, J= 7.1 Hz ), 2.52-2.57 (6H, m), 

2.73-2.76 (4H, m), 2.89 (IH, sept, J= 6.8 Hz), 

2.99 {2H, sept, J= 6.8 Hz). 3.22 (2H, s). 

3.40 (2H, t. J = 7.1 Hz), 4.00 (3H, s), 7.03 (2H, s), 

7.35 (IH, t, J= 7.8 Hz), 7.77 (IH, dd. J= 7.8. 1.2 Hz), 

7.88 (IH, dd, J= 7.8, 1.2 Hz), 8.58 (IH, br s). 

EIMS a/z (relative intensity): 594 (M*), 348 (100). 

7C^^*f : Cs3H48N404Sfc Ur 

th^ffi : C, 66.64; H, 7.79; N, 9.42; S, 5.39. 

nmiM : C, 66.49; H, 7.84; N, 9.12; S, 5.27. 

mmm 57 - • 

2- [4- [3- (:t^V-^Jti [4, 5-b] U > - 2 - -T ;i/ 5=- ;r ) ra 
i^;i/3 t-^^ i'- > - 1 -N- (2, 4, & - Y ^) -jzru\i)vy X.- 

[4, 5-b] t: >J i^>*fflv>-rm(S^J 5 3 • «iSLx iWfb-^ 

: 156 - 157-0 
IR (KBr) cm-': 3433, 3248, 2958, 1662, 1496. 
'H-NMR (CDCI3) 6 : 

1.21 (12H. d, J= 7.1 Hz), 1.24 (6H, d, J = 7.1 Hz), 
2.08 (2H, quint, J= 7.1 Hz), 2.50-2.56 (6H, m), 
2.72-2.76 (4H, m), 2.89 (IH, sept, J= 7.1 Hz), 
2.99 (2H, sept, J= 7.1 Hz), 3.22 (2H, s), 
3.43 (2H, t, J = 7.1 Hz), 7.03 (2H, s). 
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7.18 (IH, dd, J= 8.1, 5.1 Hz). 7.69 (IH, dd, J= 8.1, 1.5 Hz), 

8.45 (IH, dd, </= 5.1, 1.5 Hz), 8.59 (IH, br s). 

EIMS m/z (relative intensity): 537 (M*), 139 (100). 

7clg^*f : CsOH43Hs02Si: LT 

mmm. : C, 67.01; H, 8.06; N, 13.02; S, 5.96. 

^aiffl : C, 67.13; H. 8.12; N, 12.88; S, 6.02. 

nmm 5 s 

2- [4- [2- ('^ > ^-y-i/ — 2 - ;i/f=-3r) tr'<-7 5;> 

-l-'f;!/] -N- (2, 6 -i^'f yrntr;i/- 3 -n h D7aL-;i/) T'-fe h 

m.mm. (100 mO {c?x?#T-r- 2 -t'd^-n- ( 2 , e - v-t y ru t:;i/7 

i-;i/) r -fe h T ^ H (5.96 g, 20 mmol) ^'MM ^SS^ (10 ml) izmm 

\^tz^'mmm (1.51 g, 24 mmoi) ^^^tli 0 ^f^m.n\.tzo s.mm^7K7^ 

ii^iJfer^ MS!:^- h U -i^ U^co SIS ST' -b h > t'N- 

=^^1?- 2-7D^-N- (2, 6 - i^-f y ro t;;u- 3 -— h 
n 7 :c^;i,) T-fe h r ^ K 6.52 g (JR^s 95%) ^mn^n^Bh \^xntz. 

WTs 2-7'D^-N-(2, e-S^W yrPt:;i/7x:i;i/) T-fe hT5 H 
oftiD t) {c 2 - ::;"D ^ - N - (2, 6 - v rn b:;i/ - 3 - — h n -7 x z:;i/) 

: 143 - 145*0 
IR (KBr) cm-': 3432, 3293. 1663, 1527, 1496. 
'H-NMR (CDCI3) 6 : 

1.21 (6H, d. J= 6.9 Hz), 1.33 (6H, d, J = 7.2 Hz), 

2.63-2.70 (4H, m), 2.74-2.78 (4H, m), 2.85 (2H, t, J = 6.8 Hz), 

2.99 (IH. sept, J= 6.9 Hz), 3.23 (2H, s), 3.25 (IH, sept, J= 7.2 Hz), 
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3.49 (2H, t, J = 6.8 Hz ), 7.22-7.31 (2H, m), 7.30 (IH, d, J = 8.5 Hz), 
7.44 (IH, m) ,7.48 (IH, d, J = 8.5 Hz), 7.59 (IH, m), 8.81 (IH. br s). 

EIMS a/z (relative intensity): 525 (M*), 375 (100). 

TC^^W : Ca7H35N504Si: 

ft»li : C, 61.69; H, 6.71; N, 13.32; S, 6.10. 

nmm c, 61.62; h, 6.70; n, 13. is; s, 6.14. 

mmm 5 g 

2- [4- [2- (^>'J:t ^V-'J — )\^- 2 x^;i/] 
-l-'T;!/] -N- (2, 6 -i^-i 'jytl\^)V- 3 -i^ A ^)VT ^ y y :r.—)l) 

2 - 14 - [2 - (.^>'J^^'^'J — )l-2-^)l'^:t) l^-^^i^ 

>-i--f;i/] -N- (2, e-i^-fyrDtr^iz-a-— bD^ir^^i/) T-fe 

h T ^ h* (3.36 g, 6.4 mmol) (Omm (35 ml) ?g f« ?K ?^ T t? M «fl (8.37 g, 
128 mmol) ^Ml^. ^iST- 5 i9-P^}^if ^ ^ . d CDS^& ?S It ^ -'I'T- #f? 

* U •> AT- p H 1 0 {c: ^-fb^ ^ U >-C-ttlffi Lfco C ©«tiS * figiftl AIS* 

'^ + -9-><t USSSiSU^ 2- [4- [2- (^>^/3r^+?-^/-;i/- 2 --f 

3r ) X. i:^'^^$^>-i-'f;i/] -N- (3-r5y-2, 
D :p-fe h T ^ K 2.90 g (jR^ 91%) ^Mfiiftt^i: LTfffeo 

C ®T-fe h T ^ K (248 mg, 0.5 mmol) <DT-t h — h V )l' (2 ml) m^izM 
iS-r- 3 7 t K^k^^ft (405 mg, 5.0 mmol) CDT-b h h U ;i/ (1 

ml) ^JjV-'-C-i^T'y Tkl^Yb^":??^:?- h U A (126 mg, 2.0 mmol) (DT 

-fe b - h i; (2 ml) mm (o.i mi) ^mma^. i b^p^jij* l^o s 

jiii>:i5fe#Ux h u <^i<x-$tmm. mm^^^i^tz. mmti'^m.mm ^ 
■7 h y ^ - immmm ^un-^.)),h. •. ^^j'y-;u=2o : i) -rtmm 
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m 38%) tiM^s^^mtLxmrco 

Mj^ : 159 - 161*0 

IR (KBr) cm-': 3432, 3302, 2936, 1667, 1500. 
•H-NMR (CDCls) S : 

1.18 (6H, d, J= 6.8 Hz), 1.30 (6H. i, J = 6.8 Hz), 2.61 (6H, s), 

2.63-2.67 (4H, m), 2.74-2.78 (4H, m), 2.85 (2H, t, J = 6.8 Hz ), 

2.92 (IH, sept, J= 6.8 Hz). 3.21 (2H. s), 3.49 (2H, t. J = 6.8 Hz ), 

3.77 (IH, sept, J= 6.8 Hz), 7.16 (2H. s), 7.21-7.30 (2H, m), 

7.44 (IH, m), 7.59 (IH, m), 8.74 (IH, br s). 

EIMS a/z (relative intensity): 523 (M*), 323 (100). 

TzM^tlf : CasH, ,Ns02Si; UT 

a\nm : C, 66.51; H, 7.89; N, 13.37; S, 6.12. 
: C, 66.28; H, 7.95; N, 13.35; S, 6.11. 

mmm e o 

2 - [4 - [2 - i^>^J:t^V-'J — )l' - 2 - ^ JV'^yf) l^'^^i?^ 
-l-'r;u] - N- [2, 6 -i^->f vrDtr;i.-3 - (^^;i/^:j-) 7ai^;i.] 

N - [3-T^y-2, 6-i^-fvrDtr;i/7jiz:.;b] - 2- [4 - (2- 
t H D i ^ ;i/ ) t; ^ -5 > - 1 - -'I' ] -fe h 7" 5 K ( 500 mg) CD i^* ^ ^ 
^ K (lo ml) ig^ft i i 0 'caiM&mt^T. mmm^ ^ ;p (i 
ml) *«9>o<tJi:?iTt. [5iajffi-t:2 O^P^}tr#Lfeo ii 

D D A : ^ ^ y -;i'= 2 0:1) X-m^ N- [2, e-i^-TV^Dt 
;i/-3 - (^^;U5^:t) - 2- [4 - ( 2 - \:i }^ a ^ ji) t; 

^■7 > - 1 - ^ T-fe h 7- $ K 370 mg (JtZ^ 68%) ^^#fc„ 

WTx N - (2, 6-S'*-^'V7"nbf;i/7a;:z;i/) - 2- [4 - (2-tHD 
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^i^jL^jV) l:^^^J;>_l_^;^] 7»4r|.7'? Hoftt) D (wN - [ 2 , 6 - 
S^'f vrn li^U - 3 - {jA^jv^yt) - 2- [4 - (2-tKD^ 

'>x^;i.) tr-^^i;> - 1 - -f T'-fe hr ^ H l^ TllJlgM 1 fcPl^tcS 

gk;^ : 148 - 150°C 

IE (KBr) cm-': 3286, 2960. 2817, 1664, 1499, 1455. 
'H-NMR (CDCl,) <y : 

1.12-1.27 (6H, m), 1.28-1.44 (6H, m), 2.43 (3H, s), 

2.59-2.79 (9H, m), 2.81-2.88 (2H, m), 2.92 (IH, sept, J= 6.8 Hz), 

3.21 (2H, s), 3.49 (2H, t, J = 6.6 Hz), 7.16-7.30 (4H, m), 

7.43 (IH, d, J = 7.3 Hz), 7.58 (IH, d, J = 7.3 Hz), 

8.73 (IH, br s). 

EIMS a/z (relative intensity): 526 (M*), 56 (100). 
TcM-^^r : CjaHa.N^OzSj • 0.4Ha0i: UT 
MiWm : C, 62.98; H, 7.32; N, 10.49. 
: C. 62.79; H, 7.32; N, 10.76. 

nmm 6 1 

2- [4- [2- (^>^/:t^+»-v'' — 2 --f ;i/^;r) br^^i?> 
-i--i';i/] -N- (2, 6-i?-Yvrubr;i/-3-tKD:it->'73i^;i/) t 

■fe h T 5 K (D^m. : 

2- [4- [2- (^>v/:;t=^r-y-i/ — 2 -'f ;u^2r) tr^^i? 
>-l-'r>»l/] -N- (3-7'^y-2, 6 - i^-f V 7-D t^;i/7 - ;U) T-b 
h^'^K (198 mg, 0.4 mmol) * 6 %5iSlil7k (3.4 ml) tCjg/IPL. 0°CT-ffiiiS' 
h U A (35 mg, 0.5 mmol) CD*)grt (0.8 ml) $:*nx> -eOigS-r* 3 

0 ^9-r^m«i Lfco ^(DRsic:^m^^\-'i^i 4 ovx-mmmr^Ltzmm^ (40 mi) 
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^ 7 — (mm^ti^ ; ^ D D :1>;i/A : mmT > — T :>t if y — ;i/ = 2 0 : 
1 ) -CttSS Ls atfiJit^i^ 178 mg 89 %) &f§, 3l ff y t ^^V- > 

: 96 - 98*C 

IR (KBr) cm-': 3282, 2958, 1667, 1499. 1454, 
'H-NMR (CDCla) d : 

1.16 (6H, d, J = 7.1 Hz), 1.34 (6H, d, J = 7.1 Hz), 

2.60-2.78 (8H, i), 2.84 (2H, t, J = 6.8 Hz), 

2.89 (2H, sept, J = 7.1 Hz), 3.14 (2H, t, J = 6.8 Hz), 

3.20 (2H. s). 3.49 (2H. t. J = 6.8 Hz), 5.31 (IH, br s), 

6.65 (IH. d. J = 8.3 Hz), 6.99 (IH, d. J = 8.3 Hz), 

7.24 (IH, td. J =8.5, 1.4 Hz), 7.28 (IH, td, J = 8.5, 1.4 Hz), 

7.43 (IH, dd. J = 8.5, 1.4 Hz), 7.58 (IH, dd, J = 8.5, 1.4 Hz), 

8.70 (IH, br s). 

EIMS a/z (relative intensity): 496 (M*), 125 (100). 
7t$^^m : C27H3.N402Si: Lt 
ifnm : C. 65.29; H, 7.31; N, 11.28; S,6.46. 
: C, 64.65; H, 7.32; N, 11.16; S,6.36. 

mmm e 2 

2- C4- [2- ('<>\/:t4r-y-\/ — ;u- 2 --r 3J-) i^^^j;'> 
-N- (2, 6 -i^^ vya\^}\, - 3 - '>)\/:t^->y 

2 - [4 - [2 - (^>^/:t=^-9-V" — ;u-2-'i';i/^:t) tT-^^i^ 
> - 1 - -i - N- (2, 6-i;-fV7"nif;i.-3-h:KD:Jf-i>7ai-;u) 
T-fe h T < H (149 mg, 0.3 inmol) b U x ^ T ^ > (91 mg, 0.9 mmol) 
© T H F (2 ml) mm^z. ;>K^^T> ^itji ^ > yt. )V ^f^ - (103 mg, 0.9 mmol) 
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Srin A30 ^mm^\^rzo ^ ^icV V :j^^)VT K > (46 mg, 0.45 mmol) 
i^it/- > 7.)\^-^^-)]/ (52 Bg, 0.45 BiBOl) SriD;?. 2 0 ^P^^jsf Lfeo fi/fciS 

^^•7 ^- i>y «J A-y;!/ 20 g, JUia^ii ; n d;J^;1/A : ^ ^ y-;i,= 2 0 
^m-^ 120 Bg (IR^ 70%) ^m^l^Si: btfffe, 

ffl^ : 164 - les-t; (d. ) 

IR (KBr) cm-': 3433. 3273, 1668. 1450, 1455. 
'H-NMR (CDCI3) S : 

1.19 (6H, d, J= 6.8 Hz). 1.33 (6H, d, J= 7.3 Hz), 
2.65-2.81 (8H, m). 2.86-2.90 (2H, m), 2.94 (IH, sept, J= 6.8 Hz), 
3.22 (5H, s), 3.34 (IH, sept. J= 7.3 Hz), 3.51 (2H, t. J = 6.7 Hz ), 
7.21 (IH. d. J= 8.5 Hz). 7.23-7.31 (2H. m), 7.39 (IH. d, ./ = 8.5 Hz) . 
7.44 (IH. m), 7.58 (IH, m). 8.72 (IH. br s). 
ElMS m/z (relative intensity): 574 (M*), 410 (100). 
7C*^*f : C28H38N40sS2 • 0.2H20i: LT 
It^ffi : C, 58.15; H. 6.69; N, 9.69; S, 11.09. 
%mm. : C, 58.18; H, 6.63; N, 9.74; S, 11.05. 

mmm e 3 

2- [4- [2- (^>'j7i-^VJ-)V- 2 )l^:;f) 

-l--f;i/] -N- (2, 6 -i^-f vrn 3 -r-fe^;i/;j-^'>7 

2 - [4 - [2 - (^>^/;r^-9-^/-;i/-2--Y;U^;t) tf-^-5i>- 
V-l-'f;!/] -N- (2, 6->='rV7*Dtr;i/-3-tKD:JFi>7;c-;w) 
T'-fehT'^ H (176 mg, 0.354 mmol) <D t: i; > (1 ml) mr'^i^m^mm (2 
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{> U i3>f)\^ 20 g. m^^m : i7 D n : /. ft J — ;i/= 3 0:1 -* 2 

0 : 1) xmm\^. nhixtim.mm^T-\:i V y mm 

fb^tJ* 140 mg (JR^ 73%) tiM^^^^h UTflfc. 

: 129 - lai-c 

IR (KBr) cm-': 3436, 3291, 1760, 1665, 1499. 
'H-NMR (CDCI3) 6 : 

1.20 (6H, d, J= 6.8 Hz), 1.26 (6H, d, J = 7.1 Hz), 2.32 (3H, s), 

2.64-2.81 (8H. m), 2.86-2.92 (2H, m), 2.95 (IH, sept, J= 6.8 Hz), 

3.11 (IH, sept, J= 7.1 Hz), 3.22 (2H, s), 3.51 (2H, t. J= 7.0 Hz), 

6.98 (IH, d, J= 8.5 Hz). 7.18 (IH. d, J = 8.5 Hz), 7.23-7.33 (2H. m), 

7.44 (IH, m), 7.59 (IH, m), 8.60 (IH, br s). 

EIMS a/z (relative intensity): 538 (M^^), 388 (100). 

7C^:^lff : C29H38N402 S • 0.4H20i: LT 

: C, 64.02; H. 7.15; N. 10.30; S, 5.89. 

: C, 63.64; H, 7.10; N, 10.23; S. 5.92. 

mmm e 4 

2- [4- [2- (^>^/;t:^-9-v^-;u- 2 --f ;i/^:t) 

- 1 - J]/2 - N- (2, 6-i'-fV7"Dt:;l/-3-^h:^i'7aiz:;i/) T-t 
hT 5. ]^ ■ 2 : 

2- [4- [2- 2 --f ;u5=-;t) j^5=-;i/] i^^^i;^ 

> - 1 - 4 JV'] - N- (2, 6-i^-^'jzra\f)v-3-t.\^ti^'>y:sL-)\,) 
T± h T 5 H (200 mg, 0.40 rnmol) cD D M F (2 ml) mi^i^7kmiti- h *J ^ 
A (21 mg, 0.48 mmol) ^m^. 4 0 °CT- 1 0 ^P^MJt'^, 3 — h' ^ ^ > (68 
mg, 0.48 mmol) t:1mX. mP^jtr#Lfe„ Kmm^7kX' L . Sf^oi^^u 
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)UA : ^ y-;i/= 5 0:1) fMSib. 2 - [4 - [2 - ('<>\/::j-^-9-l/ 
-v'l'- 2 -'f tr^^ 1 (2, 6-$^'f 

V - 3 - ^ h :¥i'7 T'-b h 7^ * K 47 mg (JR* 23%) ^mtzo 

Sfc;^ : 218 - 222*0 

IR (KBr) cm-': 3432, 2963. 1669, 1506, 1454. 
'H-NMR (CDsOD) 6 : 

1.17 (6H, d, J= 6.8 Hz), 1.29 (6H, d, J= 6.8 Hz), 

2.96 (IH, sept, J= 6.8 Hz), 3.17 (IH, sept. J = 6.8 Hz), 

3.47-3.64 (lOH, m), 3.67-3.75 (2H, m), 3.81 (3H, s), 

4.11 (2H, s), 6.97 (IH, d. J = 8.8 Hz), 7.17 (IH, d, J = 8.8 Hz), 

7.28-7.37 (2H, m), 7.53-7.63 (2H, m). 

EIMS fflA (relative intensity): 510 (MM, 360 (100). 

TzM^m : CssHsaN^OaSz • 2HC1 • O.eHaOi: UT 

B^Wm : C, 56.58; H, 6.99; N, 9.43; CI, 11.93. 

mmm : C, 56.88; H. 6.94; N, 9.47; CI, 11.64. 

mmm e 5 

2 - [4 - [2 - (^>V^5j-:¥--tJ-^/-;i/-2-'f;b^^) jcif^;|,] b^^^i?> 
'-l--<;i'] - N- [2, 6 - i^'f V 7*D 3 - ( 2 -X. h ^i^ri^jc^^-;!/:^ 

2- [4- [2- ('^^ v^;i-^-y-v/-;i/- 2 -'f ;i/^3r) t:-^^-;; 

- (2, 6-x'fV7'Dtr;i'-3-tKD:i5^i>'7ji-;i/) 
h T 5 h* (150 mg, 0.30 mmol) (DT V — h ^} )V (3 ml) ^Mi^z 2 - y 
a'ix.^jV3:.^)lx. — y^)l (2 ml) i: 7 -y-fb * 'J A -I?' ;i/ $ :^ ffi Jt/^ife ( 40 
wt%, 225 mg, 1.51 mmol) ^tu^. 4 lB§r^jt#bfcc MJ«&«S'Jf^^ 
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m ; ^Dn;fv;i/A : r > ^ ^ T'fiSfn ^ ^ y ->»l/ = 2 0:1) T-JBSS L. m^M, 

^mm:^^)i^-^=^v->tf e,u^mL. se^it-^^ 120 mg (jrj^ 70%) ^m-^ 

Mik : 100 - 103*0 

IE (KBr) cm-': 3282, 2960. 1661. 1498, 1454. 
'H-NMR (CDCI3) 6 : 

1.17 (6H, d. J= 6.9 Hz), 1.23 (3H. t, J= 7.0 Hz), 

1.32 (6H, d, J= 6.9 Hz), 2.62-2.79 (8H, m), 

2.86 (2H, t. J= 6.2 Hz), 2.93 (IH, sept, J= 6.9 Hz), 

3.19 (IH, sept, J= 6.9 Hz), 3.21 (2H, s), 3.50 (2H, t, J = 6.2 Hz), 

3.59 (2H. q, J= 7.0 Hz). 3.81 (2H, t, J= 5.1 Hz), 

4.09 (2H, t, J= 5.9 Hz), 6.83 (IH, d, J = 8.7 Hz). 

7.09 (IH, d, J = 8.7 Hz), 7.22-7.30 (2H, m), 

7.43 (IH, m). 7.58 (IH. m). 8.56 (IH, br s). 

EIMS a/z (relative intensity): 568 (M*), 276 (100). 

7t,m^^r :C3 .H<4N404Sil UT 

It^^B : C, 65.46; H, 7.80; N, 9.85; S, 5.64. 

mmm c, 66.1.6; h, 7.75; n, 9. si; s, 5.70. 
mmm e e 

2 - [4 - [2 - (^>'j7i-^V'/-;i^ - 2 - ^ t:'^^i?> 
-l-W^U] - N- (2, 6->?-yV7"Dbf;i/-3-bHD:J|rS^-4-r:hD 

2 - [4 - [2 - {-<>^J:t^V-'J - )\^ - 2 - ^ )l^:t) ac^;b] t-^^i; 
>-l--i';i/] - N- (2, 6-i^--i'vrDtr;i/-3-tKD:^^>'7i:-;i/) 
T'-tr h T 5 K (107 mg. 0.22 mmol) CDT-t h - h V )l' (3 ml) )g?t{C*?^Ts 
iB^T-tr-?-;!/ (145 mg. 0.75 mmol) S:*Q^ 1 O^F^JlJf Si^ir^^^T* 
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mm7l(.m-i- h V ^ Ayk^fm^. Ui^i: Ufc^, □ d ;J» ;i/ A T? 

A : ^ y-;i/= 2 0:1) fStMb. f9 ffi^^ ^ d u^.)]yh.-mm 

L. Sft«Jfb-&^ 60 mg (JR^ 51%) 

: 139 - 141'C 
IR (KBr) cm"': 3256, 2962, 1690, 1480, 1454. 
'H-NMR (CDCls) S ; 

1.21 (6H, d, J= 7.0 Hz), 1.38 (6H, d, J = 7.0 Hz), 
2.63-2.73 (4H, m), 2.73-2.79 (4H, m). 2.87 (4H. t, J = 6.9 Hz), 
2.92 (IH, sept, J= 7.0 Hz), 3.20 (IH, sept, J= 7.0 Hz), 

3.22 (2H, s), 3.50 (2H, t, J = 6.9 Hz), 7.23-7.32 (2H, m), 
7.44 (IH, B), 7.58 (IH, m), 7.93 (IH, s), 8.83 (IH, br s), 
11.10 (IH, br s). 

EIMS n/z (relative intensity): 541 (M*), 377 (100). 
7zM^^ :C27H3sNsOsSi: U-C 

th^ffi : C, 59.87; H, 6.51; N, 12.93; S, 5.92. 

C. 59. si; H, 6.64; N, 12.94; S, 5.84. 

mmm e 7 

2 - [4 - [3 - 'J :f ^V- '■J - Ji- - 2 - -i yti\:^jV'] 

- N- (2, 6 - ^ V ya \^ )\/- 3 - =■ V U y JL T± 

1- [3 - i^>'J>t^'^'J-j\/- 2 rDt:;i/] hr^^i/>. 
2 h U 7;i/^Pi^K^ (206 mg, 0.41 mmol) tN- (2, e-S^WV^Dl^ 

- 3 - — h ri y 3L=.ji,) - 2 - IT n ^ 7 -fe h r 5 h* (140 mg, 0.41 mmol) 
(DT-b V-h V )\^ (5 ml) ^^{^j^^* 'J -I^ A (226 mg, 1.63 mmol) ^im^. 
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2i^r^ti»Lfc. s/ie5^**-e!f&»? us^^jc5^;i/-ejfltii ufc. mmm^f&m-^ 

M}^ : 156 - 158°C 

IR (KBr) cm-': 3277, 2936, 1665, 1499, 1455. 
'H-NMR (CDCI3) 6 : 

1.21 (6H. d, J= 6.9 Hz), 1.32 (6H, d, ^ = 6.9 Hz), 
2.05 (2H, quint, J= 6.9 Hz), 2.51-2.62 (4H, m), 
2.55 (2H, t, J= 6.9 Hz), 2.73-2.79 (4H. m), 
2.99 (IH, sept, J = 6.9 Hz), 3.24 (2H, s), 
3.25 (IH, sept, J= 6.9 Hz), 3.38 (2H, t, J = 6.9 Hz), 
7.24-7.31 (2H. m), 7.30 (IH. d, J = 8.7 Hz), 7.43 (IH, m), 
7.47 (IH, d, J= 8.7 Hz), 7.58 (IH. m), 8.83 (IH, br s). 
EIMS a/z (relative intensity): 539 (M*), 193 (100). 

TtM^^ : C28H37N504Si: bT 

thi¥« : C, 62.31; H, 6.91; N, 12.98. 
.: C, 62.23; H, 6.94; N, 12.85. 

mmm 6 8 

2 - [4 - [3 - (■^>^7;t^+J-^/-;u-2-'l';i/5=-;t) rnl^;!/] t^^^i^' 
>-l-'f;i'] -N- [2, 6 - ^ V r D 3 - 9- )\^^ySr) 

N- [3-7'5y-2. 6 - i^'f V rn t:;i/7 jc;i;i/] - 2- [4 - (2- 
bKDdps/ai^;u) tr'^7i?>-l->f;b] T-febT^K£Df^itot){c:iNr- [3 

-7^y-2, 6 - i^'f V tr;l/7 - 2- [4 - O-tKDiFi/ 
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iki^ : 126 - 12TC 

IR (KBr) cm-': 3271, 2961, 1662, 1499, 1454. 
'H-NMR (CDCI3) 6 : 

1.13-1-22 (6H. m), 1.30-1.39 (6H, m), 2,04 (2H, quint, J= 6.9 Hz), 
2.43 (3H, s), 2.51-2.57 (4H, m), 2.54 (2H, t, J = 6.9 Hz), 
2.72-2.80 (5H, m). 2.93 (IH, sept, J= 6.9 Hz). 3.21 (2H, s), 
3.38 (2H, t. J= 6.9 Hz), 7.16-7.31 (4H, m), 7.43 (IH, m). 
7.59 (IH. m), 8.76 (IH, br s). 

EIMS a/z (relative intensity): 540 (M*), 70 (100). 

7C^^*f : C3.H4oN40jS2i: Ur 

th»<t : C, 64.41; H, 7.46; N, 10.36. 

nmm : C, 64.46; H, 7.48; N, 10.55. 

mmm e 9 

2- [4- [3- 2 --f ^l/^sj-) rotf;)/] l^^^S^ 

>-i--f;i/] -N- (2, 6 - 5^*-f V ro t:;u- 3 - t K D 7 aczi^b) 

2 - [4 - [2 - {^>'/:^^V-^J-)U - 2 - ^ tf-^^i^* 
- N- (2, 6-i^'rvrDtf;i/-3-— hn7iri;i/) T-fe 
b7?.h'©f^^?!5(c2 - [4 - [3 - V' ^ ^V- V - 2 - ^ 

rnt:;!/] ^ ^ > _ i _ ^ ] - at- (2, 6 - ^ v tr;i/- 3 - - 
hD7:c-;i/) T'-trhr^ K *fl!^^TllM^J 6 1 h Plfll tCSJSS • @ atJ 

il^fe : 176 - 178°C 

IR (KBr) cm-': 3263, 2960, 1665, 1496, 1454. 
'H-NMR (CDCI3) 6 : 

1.16 (6H, d, J = 6.9 Hz), 1.34 (6H, d, ^ = 6.9 Hz), 
2.05 (2H, quint, J= 6.9 Hz), 2.51-2.60 (4H, m). 
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2.54 (2H. t, J = 6.9 Hz), 2.70-2.77 (4H. m), 

2.91 (IH, sept, J= 6.9 Hz), 3.16 (IH, sept, J= 6.9 Hz), 

3.21 (2H, s), 3.38 (2H, t, J = 6.9 Hz), 4.80 (IH, br s), 

6.66 (IH. d, J= 8.4 Hz). 7.01 (IH. d, J = 8.4 Hz), 

7.22-7.30 (2H, m). 7.43 (IH, m), 7.59 (IH, m), 

8.60 (IH, br s). 

EIMS m/z (relative intensity): 510 (M*), 70 (100). 
TC^^W : C2.H3.N403Sii 

: C, 65.85; H, 7.50; N, 10.97. 
nmm C, 65.66; H, 7.52; N, 10.80. 

mmm 7 0 

2- [4- [3- (.^>'J:f^V'J-Jl'- 2 rat:;!/] tT-^^J^ 

- N- (2, 6-i?>fvrDlf;i/-3-^h^i'7air^;i/) t 
-b h T * ^©igi^ : 

2- [4- [3- (^>\/3r^-b-v*-;i/- 2 -'T ;i/^:t) T^Di^;!/] K'^-^ 
> - 1 - -'I/] -iV- (2, 6 - i^-f V r u 3 - t K D 7 i ^;i/) 

T-fe h T 5 K (150 mg, 0.29 mmol) ^ ^ — ■'U (2 ml) i; T-fe h ji h ij ;i/ 
(3ml) (::>g^t^ N, N- -< 'J y a \^ )l jit S. > (227 mg, 1.76 mmo 
1) t h u A ^;b'> u ;ui'-7'y*p< ^5' > - -y- > ?s (2.0 m, 0.88 ml, 1.76 

mmol) 1 4mrsmp?Lrz. ^nBm^mmi.. m.m7km^ h v o atk^m 

^ Y ^ V ^ — (Jgig^«£;^:^r-9->:T-feh>=7 : 3) TlBSlSbs 

e>nfcffli^ffl^&itsii^;i/i:-N:^-b->3b^?>Mi^^ aetj/b-^ife si mg (ir^ 

20%) &*ftei|i&5l5^i; LTf^/io 
11^ : 105 - 107*0 

IR (KBr) cm-': 3289, 2959, 1663, 1501, 1454. 
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'H-NMR (CDCI3) 6 : 

1.17 (6H, d, J= 6.9 Hz). 1.29 (6H, d. J = 6.9 Hz), 

2.04 (2H, quint, J= 6.9 Hz). 2.51-2.59 (4H, m), 

2.54 (2H. t, J= 6.9 Hz), 2.71-2.78 (4H, m), 

2.92 (IH, sept, J= 6.9 Hz), 3.19 (IH, sept, J= 6.9 Hz), 

3.21 (2H, s), 3.38 (2H, t. J= 6.9 Hz), 3.80 (3H, s). 

6.84 (IH. d, J= 8.6 Hz). 7.12 (IH, d, J = 8.6 Hz), 

7.22-7.31 (2H, m), 7.43 (IH, m). 7.59 (IH, m), 8.60 (IH, br s). 

EIMS b/z (relative intensity): 524 (M*), 290 (100). 

mmmi i 

2- [4- [3- (^^'■/rt^-tf-v/-;!/- 2 --f ) rni^;!/] br^^^s^ 

>-l->f;i/] - N- 12, Q -i? vru\^)\^- 3 - {2 -:^V^i^x.^)ir 

N- (2, 6-i?-fvrDt:;i/-3-tl«Dif^'-73ir^;P) - 2- [4- 
( 3 - t K D ^ rn t;i/) hT'^.^ - 1 - -f T-fe h T 5 H (180 ng, 
0.61 mmol) CDDMF (3 ml) mWL\z 2 - ^ u =^ )V :x.^ )\, :x. — ^ )\, (2 ml) 
t 7 >yfb* U "i7 A-T;^ 5 (40 wt%, 355 mg, 2.39 mmol) ^ImtL. 

A : ^ ^S' y -;i/= 2 0:1) -^mm. AT- ( 2 , 6 - ^' V ro 3 - 

( 2 - J. h :^^S/) 7ji^;v) -2- [4- ( 3 - b h* n r d 

t;i/) - 1 - T'-tr 5 K 90 mg (iR* 42%) >&^i!lfi«&5fea 

WTv JV- ( 2 , 6 - i^'f V t:;U 7 i::^;!/) - 2- [4 - (2-tHD 

^v'j:5^;w) t:'<^s;>-i-'f;b] T-bhr? K oft to t) tc: a^- ( 2 , 6 - 

S^'f y r D 3 - ( 2 -3^ h :^i/ai^;i/3}-:*-->) ^x::^;!/) -2- [4- 
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iii^ : 99 - lOO-C 

IR (KBr) cm-': 3267, 2962, 1664, 1501, 1455. 
'H-NMR (CDCI3) 6 : 

1.17 {6H, d, J= 6.9 Hz). 1.23 (3H, t, J = 7.0 Hz), 

1.32 (6H, d, J = 6.9 Hz), 2.04 (2H, quint. J= 6.9 Hz), 

2.51-2.59 (4H, m), 2.54 (2H, t, J = 6.9 Hz), 2.70-2.77 (4H, ■), 

2.91 (IH, sept. J= 6.9 Hz), 3.16 (IH, sept, J= 6.9 Hz). 

3.21 (2H, s), 3.38 (2H, t, J = 7.0 Hz), 3.59 (2H, q, J = 7.0 Hz). 

3.81 (2H. t. J= 5.1 Hz), 4.09 (2H, t, J = 5.1 Hz), 

6.83 (IH, d. J= 8.8 Hz). 7.09 (IH. d, J = 8.8 Hz). 

7.22-7.31 (2H, m), 7.43 (IH, m), 7.59 (IH, m), 8.59 (IH. br s). 

EIMS a/z (relative intensity): 582 (M*), 139 (100). 

MMM 7 2 

2- [4- [2- ('^> vf;r + -»?-l/ — 2 --f ;i'^;t) rc^^-^U] 
-l--f;b] - N- (2, 6-i''fV7'Db^;b-4-tHDi|ri>7ii::;i/) 7 
•fe h ^ KcD^it : 

^^i- h U -^7 A (51 mg, 0.5 mmol) cDtK (1 ml) ^i^iz JV 7 y-jl^m (1 
67 mg, 1.0 mmol) SriDXs inll?^^^^. * ?^ T T- MSB :^ h U "i? A (73 mg, 
1.1 mmol) **Dx.. ii^^ (0.25 ml) * tST L cD % lil^ L o 

:^miti- h U "i? A (212 mg, 5.5 mmol) (1.2 ml) 3 , 5 - s;' -f 

y 7-D i:f;u7 (172 mg, 1.0 mmol) ^jja?L. m^mm'^. *i*T-c$fe 

4-T$y-3, S-i^'TV 7*0 tr;i/7 i y — ;i/ 107 mg (JR^ 58 %) & 
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Ur. 2, 4, 6 - h V -( \i)\,T-V >(Ditt> ^IZ 4 -T >^ - 3 , 

: 162 - 164°C 
IR (KBr) cm-': 3307, 2961, 1665, 1499, 1455. 
'H-NMR (CDCI3) 6 : 

1.17 (12H, d, J = 6.8 Hz), 2.60 - 2.76 (8H, b), 2.85 (2H, t. J = 6.8 Hz). 
2.93 (2H, sept, J = 6.8 Hz), 3.20 (2H, s), 3.49 (2H, t, J = 6.8 Hz), 
5.59 (IH, br s), 6.62 (2H, S), 7.22 - 7.31 (2H, m). 7.44 (IH, m), 
7.58 (IH, m), 8.47 (IH, br s). 

EIMS b/z (relative intensity): 496 (M*), 97 (100). 
7cSR^*f : C27H36N403Si: bT 

: C, 65.29; H. 7.31; N. 11.28; S, 6.46. 

mmm c, 65.35; h, 7.42; n, 11.12; s, 6.41. 
mmmi 3 

2 - [4 - [2 - > 'J :t ^ V- V — )V - 2 - -( )U 9- :t ) ^-^ tf^^i?> 
-1--Y;U] -N - (4-T-feh=^'>-2, 6 - i^-f V r D t^;i/7 i^>iU) 7 
■fe b T 5 K ©Mia : 

2- [4- [2- (-<>^/;^-^-y- V — >>l/- 2 --f ;i/^3l-) Ji^^-;!/] l^^^i^ 
y - 1 - ^ )\''\ -N- (2, 6-J^-i'vrDt:;i/-4-th-D^>'7i^;i/) 
r-fe hT'^ H (149 mg, 0.3 mmol) £D t: 'J 2^* > (1 ml) jifrStd^XJ^T-r-M^K 
^ (2 ml) *?iTb. ^UX Zm^mnx^tz. {Cfig^Dj^^*^ :h b U -^7 

DVhi^^7-f — (JUgg^iaS ;^nn;}^;bA:p<^y— ;i/=20: 1) TfiiM 
L> SinjYb-^^ 166 mg (JR^ 100 %) ^feftlfitftt^ i; fffc. 
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MA : 126 - 129*C 

IE (KBr) cm-': 3440. 3275, 1762, 1664, 1498. 
•H-NMR (CDCls) 6 : 

1.20 (12H, d, J = 6.8 Hz), 2.30 (3H, s), 2.60 - 2.78 (8H, m), 

2.86 (2H, t, J = 6.8 Hz), 2.99 (2H, sept. J = 6.8 Hz), 3.22 (2H. s), 

3.49 (2H, t, J = 6.8 Hz), 6.89 (2H, s). 7.22 - 7.31 (2H, m), 

7.44 (IH, m), 7.59 (IH, m), 8.60 (IH, br s). 

EIMS jb/z (relative intensity): 538 (M*). 276 (100). 

TC^^^Sf : C2«Ha.N«04S • 0.2H80i: bt 

mnm c, 54.23; h. 7.14; n. 10.33. 
mmm c, 54.22; h, 7.08; n, 10.27. 

mmm 7 4 

2- [4- [2- (.^>'J::i-^V-V — )l'- 2 - J]^^7t-) br^^i?> 
-l-'f;!/] -N- (2, 6 - V zr u \^ )V - 4 - ;< )l :t =^ y — )\^) 

2- [4- [2- (^>^J:t^V-''J — Ji^- 2 - )V^yir) i^^^i? 
> - 1 - -N- (2, 6-i^'i'vrDtr;i/-4-tKD:^S/73in;u) 

T'-fe h IT' 5 h* (50 mg, 0.1 mmol) <D T H F (1 ml) mi^lz h U :ii^)U7' 5. > 
(30 mg, 0.3 mmol) SSOx^ r- /K^T t- mit j< ^ > 7. — ^l (34 mg, 0. 
3 mmol) t:mr\^. ^U-^ 2 t^TSmt^ fz. S/iSr« S tK T- L B^^ ^ -'I' T- 

A : ^ y-;i/= 19:1) X-mmL. SH^It^m 47 mg (JR^ 82 %) 
la^, : 115 - 117°C 

IR (KBr) cm"': 3436, 3222, 1666, 1497. 1367. 
•H-NMR (CDCI3) 6 : 
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1.21 (12H, d, J = 6.8 Hz), 2.60 - 2.77 (8H, m), 

2.85 (2H, t, J = 6.8 Hz), 3.00 (2H, sept, J = 6.8 Hz), 

3.14 (3H, s), 3.22 (2H, s). 3.49 (2H, t, J = 6.8 Hz), 7.08 (2H, s). 

7.22 - 7.31 (2H, m), 7.44 (IH, m), 7.59 (IH, m), 
8.63 (IH, br s). 

EIMS m/z (relative intensity): 574 (M*), 125 (100). 
TC^^W : C2BH38N4O5S2 • O.SHsOi: LT 
H-^fil : C, 57.97; H, 6.71; N, 9.66. 
III8«I : C, 58.06; H, 6.63; N, 9.56. 

7 5 

2- [4- [2- ('<>^/2r + -9-y — -'I'- 2 -'f ;U^:^) Ji^^W] 

-i-'f;i/] -N- (2, Q - V ^ V rr u - ^ - ^ V ^ V t± 

2- [4- [2- (^>'J:t^1f^V — }\^- 2 jc^;u] tT'^^i? 

>-l-'f;i/] -N- (2, 6-$^>fvrPl^;i'-4-tKD^>'73ir:;i/) 
T'-fe b:?'? K (99 mg, 0.2 mmol) ©DMF(2 ml) ig ^ ^ -fb :^ h V Ix 
(7 mg, 0.3 mmol) SAn^. 6 C^-C 1 0 ^ r^Sni^ U Y ^ JS> 

> (43 mg, 0.3 mmol) ^fei^Tb. 3 O^^T^Mlf bfe„ Sf&M i&7kT-#»? UB^ 

^^V-> : T-k h > = 5 : 3) -cmm ifi«J<b^t( 44 mg (iR* 43 %) =£ 
Hl;^ : 115 - 117°C 

IR (KBr) cm"': 3432, 3238, 1662, 1500, 1455. 
'H-NMR (CDCI3) 6 : 

1.20 (12H, d, J = 6.8 Hz), 2.60 - 2.78 (8H, b), 

2.86 (2H. t, J = 6.8 Hz), 



- 122 - 



wo 98/54153 FCT/JP98/02300 

2.97 (2H, sept. J = 6.8 Hz), 3.21 (2H. s), 3.50 (2H, t, J = 6.8 Hz). 
3.81 (3H, s), 6.71 (2H, s). 7.22 - 7.31 (2H. m), 7.44 (IH. m). 
7.58 (IH, m). 8.45 (IH, br s). 

EIMS m/z (relative intensity): 510 (M*), 276 (100). 
TC^^W : C2.H38N403Si: LT 
tt^lB : C, 65.85; H, 7.50; N, 10.97; S, 6.28. 
%mm. : C. 65.80; H, 7.63; N, 10.71; S, 6.05. 

mmm i e 

2- [4- [2- {^>^J:^^^^J — )V-2 t'^^i'^- 
I-'T;!/] - N- { a. - i> 3^ V ^^^it^TsUr^^) >V:^^i/ - 2 , 6 - *J ^ V y U \^ )\> 

ik^ : 108 - log-c 

IR (KBr) cm-': 3440. 3276, 1673, 1497, 1455. 
•H-NMR (CDClj) 6 : 

1.19 (12H, d, J = 6.8 Hz), 1.36 (6H, m), 2.60 - 2.78 (8H, m). 
2.85 (2H, t, J = 6.8 Hz), 2.97 (2H, sept, J = 6.8 Hz), 
3.21 (2H. s), 3.49 (2H, t, J = 6.8 Hz), 4.22 (4H, m), 
7.02 (2H, s), 7.22 - 7.31 (2H, m), 7.44 (IH, m), 
7.58 (IH. m), 8.53 (IH, br s). 

EIMS m/z (relative intensity): 632 (M*), 482 (100). 
7im^^ : Ca ,H43N40ePSi: LT 
ftfftt : C, 58.84; H, 7.17; N, 8.85. 

nmm c. 59. oo; h, 7.22; n, 8.79. 

MMM 7 7 
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2- [4- [2- ('^>^/3^*•»^•V/ — 2 -'T Ji5=-;i'] ir'^^i?>- 

l-'f^b] -N- (2, 6 - y V Vd 4 -i b ^5^*;P7|f :z;i/p< ^;i,2|- 

M)^ : 118 - 120°C 

IR (KBr) cm-': 3330, 2939, 1766, 1662, 1499. 
'H-NMR (CDCI3) 6 : 

1.18 (12H, d, J = 6.8 Hz), 1.32 (3H, t. J = 7.2 Hz). 

2.60 - 2.78 (8H, m), 2.84 (2H, t, J = 6.8 Hz), 
2.97 (2H, sept, J = 6.8 Hz), 3.20 (2H. s), 

3.49 (2H, t, J = 6.8 Hz), 4.29 (2H, q, J = 7.2 Hz), 

4.61 (2H, s), 6.73 (2H, s), 7.22 - 7.31 (2H, n), 
7.44 (IH, m), 7.58 (IH, m), 8.48 (IH, br s). 

EIMS tt/z (relative intensity): 582 (M*), 363 (100). 
TC^^flf : C3iH4jN40sSil 

It^ia : C, 63.89; H, 7.26; N, 9.61; S, 5.50. 
HSJIB : C, 63.94; H, 7.33; N, 9.57; S, 5.54. 

mmm 7 8 

2 - [4 - [2 - {^>-'J:^^^'J — J\y-2--^)l9-7t) i^^^i^> - 

1 - ^ )v] - N- [2, 6--:^'fv7"ptr;i/-4 - ( 2 - h :ir^ 
M!^ : 92 - 95-C 

IR (KBr) cm-': 3429, 3296, 1664, 1501, 1455. 
'H-NMR (CDClj) 6 : 
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1.18 (12H, d, J = 6.8 Hz). 1.25 (3H, t, J = 7.0 Hz), 

2.60 - 2.78 (8H, m), 2.85 <2H, t, J = 6.8 Hz), 

2.96 (2H, sept, J = 6.8 Hz), 3.20 (2H, s), 3.49 (2H, t, J = 6.8 Hz), 

3.61 (2H, q, J = 7.0 Hz), 3.79 (2H, t, J = 5.5 Hz), 

4.13 (2H. t, J = 5.5 Hz), 6.74 (2H, s), 7.22 - 7.31 (2H, m), 

7.44 (IH, m), 7.58 (IH, m), 8.46 (IH, br s). 

EIMS m/z (relative intensity): 568 (M*), 405 (100). 

7t^d*T : Ca iH4«N404Si; LT 

StW« : C, 65.46; H, 7.80; N, 9.85; S, 5.64. 

Haitf : C, 65.42; H, 7.75; N, 9.73; S, 5.68. 

m^mm 7 9 

N- [2 - [4 - [2 - {,^:y^Ji^^'&-J — )\/-2-'i)\,^i^^ tf'^^ 

i^>-i--f-'w] -N' - (2, e-s^-rvT-ntr^v^jc^^v)^^ 

1 - ( 2 - t H D^5^ai^;u) i?> (2.60 g, 20 mmol) ©r-fe h h 

(35 ml) mmiz. J^mt/Vt^A (3.04 mg, 22 mmol) ».r^TX' 
^ o XDT-t h - h V (1.51 g, 20 mmol) ^«§TLfc. m^-^ 3 0 

i^OD^f;;!/^ : T>^-TfiaW^i$'>'— ;i'=2 0 : 1-*10 : 1) "C-I^^b. 
4 - (i'Ty^^;!/) t:'^^i;>-l-:ii<S^y-;i/3.20g(JR^ 95%) ^ntzo 

7lc*fb 'J 9^-^7 AT;1/ ^ n ^7 A T H F (20 ml, 20 mmol) {ZT )VZ2y%WL 
Tx 4- (vTyp<^;u) >- 1 - jc^? y — ;u (1.69 g, 10 mmol) CD 

THF (20 ml) *^&T^SP;iS«g'r- 5 ^HMfli^. 9 0^KiPl^ja«l 
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4- (T-^y^^;!/) i:^^ > - 1 - x.'Sf J —jitD J? V n ^^ji> A (20 ml) 
mmiz^ ^ST's ■iV>7'>m2, 6 - y l^;i/7 xzi;i/ (2.03 g, 10 
mol) ©i'DDi^^bA (20 Bl) ^S!E*?iTL. 5^mmt^T^o c:(DS.I!&m 
^^EETaiSSL. ^Sf 'J D V b 7 -< — ( U * ;H00g, JH 

^Mi^5;'i'nD:tc;i/A^<5'DD7}^;i/A : T > — Ti^Tfa ;A ^'y— ;u=20 : l 
) -piBS^bN- [2 - [4 - (2-tKD^'>aif^;v) - bf^5i?>-l-i' 
-N' - (2. 6-J^-<vrDJ^;V7ai^;i/)g^:& 2.03 g (UK 

^ 54%) -e?§rc» 

WTs N- (2, 6-i^>fvrDt:;i'7jir:;i/) - 2- [4 - (2-bKD 
#5/aif^;i/) t:'<.5i;>'-l--f;i/] T-trhz^h-Of^toDCN- [2 - [4- 
{ 2 - b K D ^i/ai^;W) - t:^^ >. _ i _ ^ i^^jv] -n' - (2, 

6 - i;^' V r D i^>»u) «^<feffl^^TllSls0! i t mmizs-jici • «ia 

: 152 - 153'C 
IR (KBr) cm"': 3345, 3276. 1633, 1500. 
'H-NMR (CDCls) 6 : 

1.19 (12H, d, J = 6.8 Hz), 2.22-2.38 (lOH, m), 

2.70 (2H, t, J = 7.1 Hz), 3.25 (2H, q, J= 5.6 Hz), 

3.30 (2H. sept, J= 6.8 Hz), 3.41 (2H, t, J = 7.1 Hz). 

4.90 (IH, t, J= 5.6 Hz), 5.68 (IH, br s), 7.19-7.35 (5H, m), 

7.43 (IH, m). 7.59 (IH, m). 

EIMS w/z (relative intensity): 509 (M*), 227 (100), 
TcM^K : C28H3.Ns02Si: UT 
mwm : C, 65.98; H, 7.71; N, 13.74; S, 6.29. 
: C, 65.98; H, 7.63; N, 13.60; S, 6.24.' 

mmm a o 

N- [2 - [4 - [2 - X-( ^ Sr^J — ji, - 2 - -1 ^l^ju} \1^=7 
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> - 1 - ^ fvl -N ' - ( 2 , 6 - i^-f V Si^CD 

m^. : 120 - 122°C 

IR (KBr) cm-': 3329, 3280, 1632, 1567. 
'H-NMR (CDCla) 6 : 

1.20 (12H, d, J = 6.1 Hz), 2.49-2.53 (lOH, m), 2.86-2.89 (2H, m), 
3.11-3.15 (2H. m), 3.24-3.39 (4H, m), 4.81 (IH, t, J = 5.0 Hz), 
5.70 (IH, br s), 7.14-7.20 (2H, m), 7.23 (IH, d, J = 8.6 Hz), 
7.23 (IH. d. J = 6.8 Hz) ,7.35 (IH, dd, J = 8.6, 6.8 Hz). 
7.43-7.56 (2H, m). 

EIMS a/z (relative intensity): 508 (M*). 156 (100). 
TC^^W : C2.H4oNeOSi: LT 

tt^ffi : C, 66.11; H, 7.92; N. 16.52; S. 6.30. 

: C, 65.87; H, 8.02; N, 16.32; S, 6.26. 

mmm s i 

N - [2 - [4 - [2 - {^>^J^T'J — Jl'- 2 \f^^y 
>-l-'f;i/] - N' - (2, 6 - i> V y n \^ )i y - ji,) m.m(Dm 

m : 

: 147 - H9°C 
IR (KBr) cm-': 3327, 3260, 1632, 1567. 
'H-NMR (CDCls) <5 : 
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1.18 (12H, d, J = 6.8 Hz), 2.25-2.38 (lOH, m), 

2.70 (2H, A, J = 7.1 Hz), 3.25 (2H, q, J = 5.9 Hz). 

3.30 (2H, sept, J= 6.8 Hz), 3.46 (2H, t, J = 7.1 Hz), 

4.91 (IH, t. J= 5.9 Hz), 5.67 (IH, br.S), 7.20 (IH, d, J = 8.4 Hz), 

7.20 (IH, d. J= 7.3 Hz), 7.26-7.34 (2H, m), 

7.42 (IH, td, J= 8.1, 0.8 Hz) , 7.76 (IH, dd, J= 8.1, 0.8 Hz), 
7.86 (IH, dd, J = 8.1, 0.8 Hz). 

EIMS a/z (relative intensity): 525 (M*), 293 (100). 

t^»^ii : C, 63.96; H, 7.48; N, 13.32; S, 12.20. 
mmm C, 63.82; H, 7.51; N, 13.14; S, 12.27. 

8 2 

N- [2- [4- [2- (7 - h ^i^it};i7ii:z)U^>^j7f^-*f--J-)V- 2 
;i/^:a-) \f^7i^>-l-^)l/'i -N' - (2, 6 - 

: 186 - 188°C 
IR (KBr) cm-': 3414, 3349, 1718, 1668, 1508. 
'H-NMR (CDCl 3) 6 : 

1.18 (12H, d, J= 6.8 Hz), 2.24-2.37 (lOH, m), 
2.72 (2H, t, J= 7.0 Hz), 3.25 (2H, q, J = 5.4 Hz), 
3.30 (2H, sept, J= 6.8 Hz), 3.44 (2H, t, J = 7.0 Hz), 
3.99 (3H, s), 4.88 (IH, t. J = 5.4 Hz), 5.67 (IH, br s), 
7.20 (IH, i. J = 7.1 Hz), 7.20 (IH, d, J = 8.3 Hz) , 
7.32 (IH, dd, J= 8.3, 7.1 Hz), 7.35 (IH, t, J = 7,8 Hz), 
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7.77 (IH, dd, J= 7.8, 1.2 Hz). 7.88 (IH, dd, J= 7.8, 1.2 Hz). 

EIMS m/z (relative intensity): 567 (M*), 146 (100). 

7C^^#f : C3oH4iN504Si; LT 

tf^tt : C, 63.47: H, 7.28; N, 12.34; S, 5.65. 

HSIffi : C, 63.53; H, 7.25; N, 12.10; S, 5.59. 

nmm s 3 

N- [2 - [4 - [2 - (:i-^^-J u [4, 5-b] tUi?>-2-'f;i'^;t) 
l^^7v>-l-i';b] -N' - (2, 6-S^-fvrDt:;i'7 

5-b.] tr i; j^>sffli^TSiffi«?!i 7 9 ti^^tcsjss • iaau. se<j-fb^!fej*Me 

: 175 - ll&'C 
IE (KBr) cm-': 3385, 3313, 1660, 1541. 
'H-NMR (CDCls) 6 : 

1.19 (12H, d, J = 6.8 Hz), 2.25-2.38 (lOH, m), 

2.73 (2H, t, J = 7.1 Hz), 3.25 (2H, q, J = 6.1 Hz), 

3.30 (2H. sept, J= 6.8 Hz), 3.49 (2H, t, J = 7.1 Hz), 

4.90 (IH, t, J= 6.1 Hz), 5.69 (IH, br s), 

7.18 (IH, dd, J= 8.1, 4.9 Hz), 7.21 (IH, d, J = 8.6 Hz), 

7.21 (IH, d, J = 6.8 Hz), 7.33 (IH, dd, J= 8.6, 6.8 Hz), 

7.69 (IH, dd, J= 8.1, 1,5 Hz), 8.46 (IH, dd, J= 4.9, 1.5 Hz). 

EIMS fflA (relative intensity): 510 (M*), 97 (100). 

StSCffl : C, 63.50; H, 7.50; N, 16.46; S, 6.28. 
mmm C, 63.63; H, 7.50; N, 16.16; S, 6.21. 
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mmm s 4 

4- [4- [2- i^>'Jyir^V-''J-Jl^- 2 --f JV^zi-) tf'^^i^V- 

-N- (2, 6-i?'fy:rDif;i.7ai:::;i/) :r^;vr 5 KoMii : 
2 , 6 - i^-r V t:;i'7':i U :^ (1.77 g, 10 nmol) O a u ■!^■^ }]/ (30 m 
1) SS^SJC. h U 3:^;i,7' 5 > (1.11 g, U mmol) «:in^, ifeo T-^J^TT? 4 
-:/D^K^rD ^ (1,95 g, 10.5 mmol) ^ t&> t fST \^ . 2 O^P^S 

li&Lfeo fiJirw*$:;?K-C-^&!K L ^ D D ATftStB Lfco ^S«IS5rO. 5NHC 

-e^M^. )gJi*g5feU/5:o ^iESri^ U :^7y;i/*^i. D V h 7 - ( >- 
U*-/;!/ 120 g. m^mm ; ^^V-> r-fe h > = ? : l-»5 : 1 ) T-iRS^b^ 

6 - i^'-f y T-D b:;!'^ y^;],T ^ H 2.06 g (JR^ 63%) 

Z<DT 5. \f ( 655 mg, 2 mmol) i: 1 - [ 2 - ( > V :t -y- V/ — - 2 - -f 
;i/^:t) ' 2 bU7;i/;tDi^ ^Jg ( 983 mg, 2 mmol) © T 

± h =.h V )i' (15m]) U ii? A (1.11 g, 8 mmol) ^ta^. ^SST- 

(S^ »J ^y^u 75 g. m^^m ; ^ D D:j^;t/A : p< ^ y — ;i/= 2 5 : 1 -^^ d 
D:n;i/A : T>^-Tmm ?i ^ J-JV 1 0 : 1) T-!«ML^ f#^n/r*fi^^^ 

T-fe h > - j^-5^;i/--^^-y- c>SiK^ geofb^l^ 117 mg (iR* 12%) 
^m^f^^t {.xmtzo 

Mf^ : 134 - 136°C 

IR (KBr) cm-': 3432. 3290, 1652, 1500. 
'H-NMR (CDCla) 6 : 

1.12 (12H, d, J = 6.8 Hz), 1.77-1.82 (2H, m). 

2.34-2.41 (6H, m), 2.50-2.52 (6H, m), 2.75 (2H, t, J = 6.8 Hz), 
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3.08 (2H, sept, J = 6.8 Hz), 3.46 (2H, t, J = 6.8 Hz). 
7.10 (2H, d, J= 7.6 Hz), 7.20 (IH, t, J = 7.6 Hz ), 
7.25-7.32 (2H, m), 7.53-7.58 (2H. m). 8.72 (IH, br s). 
EIMS m/z (relative intensity): 508 (M% 100). 

TC^^S-W : Ca»H4oN402SJ: LT 

ft»ffl : C, 68.47; H, 7.92; N, 11.01; S, 6.30. 

num. : C, 68.31; H, 8.03; N. 11.25; S, 6.26. 

nmm s 5 

2 - [4 - [2 - {1 - V ^) y )]^>^X3 A'f-)\^^>-j7ir^-^^J — )\/- 2 - >( 

hf^5 2;>-l--Y;i/] - n- (2, G - 'J u \^ )V y ju=.)V) 7 

■b b T ^ h- 
OlSji^ : 

2 - b 7 D ^ 7 i y — ;i/ (4.86 g, 30 mmol) CDT-fe h n h y 

(60 al) ^^StC«|*B^^ (3.30 g, 33 Bmol) ilfSSSH^ (2.05 g. 33 mmol)* 

o°c-r-ig-&uf9>ns5BKT-fe^;i/* o°CT-S5Tu. 1 0 ^F^m^f Lit, sjis; 
Dvh^^^7^ - (i^ u Ay^i/eo g. m^mm. ; ^^^-y- > : t^it^^ v > 

= 5 : 1) -eJ^iSIL. 2-ri|>D-6-h';7;U;rn^5^;i/7a:V— 2.1 g 

(itK* 33%) ^m.n^mm^h\.xntz. 

n^ntz-Vuii^ (2.0 g, 9.65 mmol) CDoi^y— ;i/ (60 ml) ^^*iclO% 

v--!^ -i7 Aj^^MJ^ (1.0 g) **nx. iKmm-m%T. ^ist- 5 ^p^tiff bfc„ 
s/Si^rms sjs:>?^ss:-fe-7'f hii^iL. m'^^m^L 2 - t ^ j - q - \- n y 

;i^}iy -JV 1.70 g (iR^ 99%) ^mm^f^m t i^xntzo 

3 ^ y 7 — ;i/ (1.70 g, 9.6 mmol) (D^^Sf ^—JV (30 ml) ^miz 

i?^;ri^iEO-x^;i/* y .>A (1.68 g, 11 mmol) ^in^. 1 em^UBf^iMm 
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(i^ ^)ti^fi^Go e, mmmm. ; : 7'-feb>=5 : 1) •x^mm 2 

-pt^l/^T-h-T-hU^ D ^ ^ ^ > \/ :t dp -y- \/ - ;i/ 1.78 g (JR^ 81%) 

Mik : 135 - 137'C (d.) 

IR (KBr) cm"': 3433, 3229, 1664, 1505. 

'H-NMR (CDCI3) 6 : 

1.21 (12H, d, J = 6.8 Hz). 2.64-2.68 (4H, m), 

2.71-2.75 (4H, m), 2.86 (2H, t, J = 6.8 Hz), 

3.00 (2H, sept, J= 6.8 Hz), 3.21 (2H, s), 

3.50 (2H, t, J= 6.8 Hz), 7.18 (IH, d, J = 8.3 Hz), 

7.18 (IH, d, J= 7.1 Hz), 7.29 (IH, dd, J= 8.3, 7.1 Hz), 

7.38 (IH, t, J = 7.8 Hz), 7.48 (IH, d, </ = 7.8 Hz), 

7.76 (IH, d, J= 7.8 Hz), 8.59 (IH, br s), 

EIMS m/z (relative intensity): 548 (H"), 261 (100). 

7i.m^^ : C28H3sF3N402Si: bt 

WrWB : C, 61.30; H, 6.43; N, 10.21; F, 10.39. 

mmm c, ei.si; h, 6.41: n, 10.15; f, 10. le. 

nmm a e 

2 - [4 - [2 - (7-h'J7;i/:tD^5^->l/^>^y3f-#-9-\/ — ;b-2--<;i'f^:t) 
tf-^5j;>-l--f;i/] -N- (2, 6--:^^'J7'D\f)]/-4-ylh^ 

1- {Z-\iYu^i/3.^)],) \^^'7i^> (1.43 g, 11 maol) i: 2 - :r p ^ 
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-N- (2, 6 - ^ V y a \f )V - 4 - li If a ^ 7 :^ =. ;],) T± hT ^ H© 
T-i: h-h V ?V (50 ml) ^mizgtmitj U <J7 A (1.52 g, 11 mmol) *iDx.x ^ 

ST? 1 2 mmmn\.rzo siiS^&Tk-c^jR •^'D^;^;^A-e«la^bfeo 
bfco m.f^m^T-{z h > t^^v->i>> i^niism\^. 2- [4- (2-tKD:Jf 

'>ji^;i/) tT'^^i^V-l-^^V] -N- (2, 6-y^vrDtf;i/-4-t: 
KD:^i/7:c-;i.) T-fehr? K 2.5 g (JR^ 69%) ^M^i^^Bt Lxmtzo 

d CD T -b h T 5 (640 mg, 1.76 mmol) (Dj^-S^y—Ji/tT-th— h ^) )V 
(1 : 4) (Dm-^mm (10 ml) CN, N - -i* yrn tr;uj.^;i/T5 > (0.43 
ml, 2.46 mmol) i3j:V, h U ;><^;i/i^ U T V*" <X 4^ > (1.23 ml, 2.46 mmo 
1) ^rSTb. 1 2 I^P^JKJfbfec ^J«=feS5feL»e>n-5ajSC 2 Nzkil-fb:?- 

:ftlg*■eMi^>:^5t^l* Lx m^v^mi- y- h.-5nw4k.. ^m^'s^x^z - [4- 

( 2 - t K D :^i/ai^;i/) Jf'^^.^i?^- 1 -I";!/] -N- (2, e-i^-Yvrn 
tf;i'-4->thdFi<'7i^;i/) T-feh75H 550 mg(JR* 83%) ^m^m^iL 

^<DT^ h T ]f ^ 2 - [4 - (2-tHD:^i/a:5=-;i/) fc:'<5i'>-l- 
'T;!'] -N- (2, e-i^-rvrDt^^U^a:;!;!/) T-feb7'^H<iDf^tDt){Cffl 

Mfk : 122 - 123*C 

IR (KBr) cm"': 3471, 3266, 2961, 1633, 1603. 
'H-NMR (CDCI3) 6 : 

1.18 (12H. d, J = 7.0 Hz), 2.64-2.69 (4H, m). 2.69-2.74 (4H, m), 
2.86 (2H, t, J = 7.0 Hz), 2.97 (2H, sept, J= 7.0 Hz), 

3.19 (2H. s), 3.50 (2H, t, J = 7.0 Hz), 3.81 (3H. s), 

6.71 (2H, s), 7.38 (IH, t. J = 7.8 Hz), 7.47 (IH, d, J = 7.8 Hz), 

7.75 (IH, d, J = 7.8 Hz), 8.45 (IH, br s). 

EIMS m/z (relative intensity): 578 (M*), 111 (100). 
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7c3R^*f : Cj.Hi7F3H403Sfc UT 

tf^fiS : C, 60.19; H, 6.44; N. 9.68; F, 9.85. 

HSiffi : C, 60.43; H, 6.49; N, 9.63; F, 9.57. 

8 7 

2 - [4 - [2 - {7-\-Vyj\y:ttl;<^)U^y'J:t^V^J — J\^-2-^JV'^^) 

f<.5x>-l-'f;i/] - N- (2, 6->''fV7'Dt;l/-3-— ho 
73i-;i/) T-fehT^ h-CDSijg: 

2-rD^-N- (2, 6-v-1'V7"Dt:;i/73^-;l/)7'-feh7'^HOf^t)D 
l,z2-yv^-N - (2, 6-i;-rV7-Dbr;i/-3-ribD7ai::i>»l/) T-bhT 

:. 115 - 117°C 
IR (KBr) cm-': 3441, 3294, 1665, 1526, 1.506. 
'H-NMR (CDCI3) 6 : 

1.21 (6H, d, J= 6.9 Hz), 1.33 (6H, d, ^ = 7.1 Hz), 
2.64-2.69 (4H, s), 2.72-2.76 (4H, a), 

2.86 (2H, t, J= 6.8 Hz), 2.99 (IH. sept, J= 6.9 Hz), 

3.22 (2H, s), 3.25 (IH, sept, 7.1 Hz), 3.50 (2H. t. J = 6.8 Hz), 
7.30 (IH, d, J= 8.5 Hz), 7.38 (IH, t, J = 7.8 Hz), 

7.47 (IH, d, J= 8.5 Hz), 7.48 (IH, d, J = 7.8 Hz), 

7.76 (IH, d, J = 7.8 Hz), 8.80 (IH, br s). 

EIMS a/z (relative intensity): 593 (M*), 375 (100). 

TC^^^ff : C28H3^F3N504Si: UT 

B\-nm : C, 56.65; H, 5.77; N, 11.80. 

mmB : C. 56.66; H, 5.85; N. 11.75. 

mmm 8 8 
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2 - [4 - [2 - (7-h»j7;i/:tD^5=-;i''<>'!/:i-^-»fl/ — ;i/-2-'f;i/5=-:4-) 
;H tr'<7i;>-l-'f;i/] - n- (2, (p<5^;i/^3t-) - 6- p< 

2-::/n^-N - (2, 6-y'fvrDb:;i/7a::^;i/)7'-fehT^K«Dftto>) 
jc2-:rn^-N- [2, 4-t;x - 6 - ^ 5^;i/- u > - 3 

Ulife : 153 - 155°C(d.) 

IR (KBr) cm': 3437, 3280, 1653, 1505. 

'H-NMR (CDCI3) 6 : 

2.42 (3H, s), 2.50 (3H, m). 2.52 (3H, s), 2.65-2.70 (4H, m), 

2.73-2.78 (4H, m), 2.86 (2H, t, J = 7.0 Hz), 3.19 (2H, s), 

3.50 <2H, t, J = 7.0 Hz), 6.67 (IH, s), 7.37 (IH, t, J = 7.8 Hz), 

7.47 (IH, d, J = 7.8 Hz), 7.76 (IH, d, J = 7.8 Hz), 8.55 (IH, br s). 

EIMS a/z (relative intensity): 571 (M*), 354 (100). 

TCI^^W : Ci^Hs.FsNsOzSsi: bT 

WrWM : C, 50.42; H, 4.94; N, 12.25. 

MMM : C, 50.49; H, 4.98; N, 12.14. 

mmm s 9 

2 - [4 - [2 - ( 7 - V V 7 J]y:t u :>l ^ :t ^V-V - )l' - 2 - JV^yf) 

i^^p] tf'^5i?>-i-'f;b] - N- [2, 4-trx (ji5^;i/5"7r) - 6- ^ 

2-:7D^-N- (2, 6-i^'fV7'Dt^;i/7ai-;u)T-bhT5.h-©f^t)»3 
{C2-7'D^-N - [2, 4-t:x (ai5^;i'^:t) - 6- ^5";i/-3-tri;v;u] 

M}^ : 107 - 108*C 
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IB (KBr) cm"': 3438, 3298, 1702, 1505. 
'H-NMR (CDCI3) 6 : 

1.32 (3H, t, J = 7.3 Hz), 1.35 (3H, t, J = 7.3 Hz), 
2.47 (3H, s), 2.64-2.71 (4H. m), 2.73-2.79 (4H, m). 

2.86 (2H, t, J = 6.8 Hz), 2.93 (2H, q, J = 7.3 Hz), 
3.16 (2H, q, J = 7.3 Hz), 3.19 (2H, s), 3.51 (2H, t, J 
6.70 (IH, s), 7.37 (IH, t, J= 7.8 Hz), 7.47 (IH, d, J 
7.76 (IH, d, J = 7.8 Hz), 8.52 (IH, br s). 
EIMS a/z (relative intensity): 599 (M*), 538 (100). 
TC^t^tff : C2eHs2FsHs02S3i: UT 

: C, 52.07; H, 5.38; N, 11.68. 
HSiii : C, 52.16; H, 5.43; N, 11.59. 

MMM 9 0 

2- [4- [2- ( 7 - h U 7 D ;>« ^>f3r^-9^l/ — >»l/- 2 -'f ;U5=-*) 

if^^i;>-i_^;i,] -N- [2, ('1'V7'Dtr;W5^:j-) - 

2-:7'D^-N- (2, 6 - if -i V y a ji, y 31 - fi^) r-bhT^KOf^tjD 
{c:2-:/n^-N - [2, A-\^7. (.^ V zru \^ it) - 6- ^5^;i'-3-t: 

IR (KBr) cm-': 3434, 3312, 1702, 1506. 
'H-NMR (CDCI3) 6 : 

1.35 (6H, d, J = 6.8 Hz), 1.36 (6H, d, J = 6.8 Hz), 

2.46 (3H, s), 2.65-2.71 (4H, m), 2.73-2.80 (4H, m), 

2.87 (2H, t, J= 7.0 Hz), 3.18 (2H, s), 3.50(1H, sept, J= 6.8 Hz), 
3.51 (2H, t, J= 7.0 Hz), 4.02 (IH, sept, J= 6.8 Hz), 6.75 (IH, s), 
7.37 (IH. t. J = 7.8 Hz), 7.47 (IH, d, J = 7.8 Hz), 



= 6.8 Hz), 
= 7.8 Hz), 
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7.76 (IH, d, J= 7.8 Hz), 8.51 (IH. br s). 

BIMS a/z (relative intensity): 627 (M*). Ill (100). 

MMM 9 1 

2 - [4 - [3 - {7 - h 0 y )\/:ta ^> 'J :t ^V- '•J — )V - 2 - ^ ^ :f ) 

7'Dtf;i/]/j;^t:--^5i^>-l--f;i'] -N- (2, 6-i^^vTa\^;uyjL~ 

ffllj^ : 77 - 79°C 

IR (KBr) cm"': 3447, 3276. 1661. 1503. 
'H-NMR (CDCls) 6 : 

1.21 (12H, d, J= 6.8 Hz). 1.89 (2H, quint, J= 5.9 Hz). 

2.02 (2H, quint, J= 6.8 Hz), 2.68 (2H, t, J = 6.8 Hz), 

2.74-2.78 (4H, m), 2.92-2.96 (4H, m), 3.02 (2H, sept. J= 6.8 Hz), 

3.35 (2H, s), 3.39 (2H, t, J = 6.8 Hz), 7.18 (2H, d, J = 8.1 Hz), 

7.28 (IH, t, J = 8.1 Hz). 7.37 (IH, t, J = 7.8 Hz), 

7.47 (IH, d, J= 7.8 Hz), 7.75 (IH, d, J = 7.8 Hz), 

8.77 (IH, br s). 

EIMS a/z (relative intensity): 576 (M'), 153 (100). 
7C^:9-tff : C3oH39F3N402Si: b T 
sfWfM : C. 62.48; H, 6.82; N, 9.71; F, 9.88. 
: C, 62.56; H, 6.85; N, 9.69; F. 9.71. 

mmm 9 2 

2 - [4 - [2 - (7-T^^)V^>V:f^ii-^J-)V-2-4J\/^:i:) aif=-;i/] 
l^'<.7y>-l--<;i/] -N- (2, 6 - ^ V T U \^ )l' y - )V) T 
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3-r^y-2-t:KD^ri'7'-feh7aiy> (113 mg, 0.75 mmol) (Ox. 9 J 
— ;v (10 ml) ^WL\Z'J^-!irm.^- 0 U ij? a (241 mg, 1.5 mmol) * 

m^. 1 6i^F^*n^a«ELfeo Rmm-^m^x.. * (20 mi) ssn^. 

pH3~4trbfeo rriii^* jSSm MffiT-C-iPmi^^ L. 7 - T -tr 5^ ;i/ - 2 
-p< 7" h '/:t=¥-y-V^ — ;i/ 134 mg (JR$ 92%) ^ ti L T f§ o 

ik^ : 137 - 139°C 

IR (KBr) cm"': 3432, 3291, 2961, 1688, 1505. 
'H-NMR (CDCls) 6 : 

1.21 (12H. d, J = 6.8 Hz), 2.64-2.69 (4H, m), 

2.73-2.77 (4H, m), 2.78 (3H, s), 2.87 (2H, t, J = 6.8 Hz), 

3.01 (2H, sept. J= 6.8 Hz), 3.23 (2H, s), 3.53 (2H, t, J = 6.8 Hz), 

7.19 (2H, d, J = 7,8 Hz), 7.29 (IH, t, J = 7.8 Hz), 

7.37 (IH, t. J = 7.8 Hz). 7.77 (IH, dd, J= 7.8, 1.2 Hz), 

7.82 (IH, dd, J= 7.8, 1.2 Hz), 8.60 (IH, br s). 

EIMS a/z (relative intensity): 522 (M*). 314 (100). 

TC^^^r : C2.H3.N403 Si: bT 

WrWiM : C, 66.64; H, 7.33; N, 10.72; S, 6.13. 

mmm c. 66.57; h, 7.34; n, 10. 70; s, 6.19. 

nmm 9 3 

2- [4- [2- (7 -T-i:^)l'^>V:i^^V-^J — )U- 2 Jl^^:t) 
l^'<5J^>-l-'r>'l']-N- (2, 6-t^-(vyu\^)],-4-;>lh^iyy3L- 

2 - [4 - (2-tKDdfi'ji5=->'l/) l^^5i;>-l--r;i/] - N- (2, 6 



- 138 - 



wo 98/54153 



PCT/JP98/02300 



-i^-f vra jL=i)v) T-fehT^Kof^toOfca - [4 - (2-tK0^ 

t'^7S;>-l-'f;u] -N- (2, 6-i^'fV7'Dt;i/-4-;>{b 
^rS/ 7 z -te h ^ K IIJI60J 9 2 i: IS fig {:: S J5S • mm S 

illjSi : 185 - ISe'C 

IR (KBr) cm-':3454, 3270, 2961. 1686. 1657. 
'H-NMR (CDCI3) 6 : 

1.19 (12H, d, J = 7.0 Hz), 1.43 (3H, s). 2.65-2.69 (4H. m), 
2.72-2.77 (4H, m), 2.87 {2H, t, J = 6.7 Hz), 

2.98 (2H, sept. J= 7.0 Hz), 3.21 (2H. s), 3.53 (2H, t, J = 6.7 Hz), 
3.81 (3H, s). 6.71 (2H. s), 7.37 (IH, dd, J= 8.0. 7.8 Hz), 
7.77 (IH, d, J = 8.0 Hz), 7.82 (IH, d. J = 7.8 Hz), 8.46 (IH, br s). 
EIMS m/z (relative intensity): 552 (M*), 318 (100). 

11%^ 9 4 

2 - [4 - [3 - {7-T-\i^)V^>^j7i-^-ty^J — )V-2-^}l^7i^) 7'Dir;i'] 
^^"Er^^^-yy - I -.^ jV'i - N- (2. 6 -i^^ 'J7'a\^J\y7 JL-JV) T-feh 
T ^ H©iSjg : 

2-p<;i/*rh^>'y>i-#-y-vf-;i/CDftfc»)i;7-7'-bf^;u-2-^;i/*7' 
Wi!^ : 86 - 88°C 

IR (KBr) cm': 3425, 3303, 2960, 1687, 1658. 
'H-NMR (CDCU) 6 : 

1.21 (12H, i, J = 6.8 Hz), 1.87-1.93 (2H, m), 
2.00-2.06 (2H, m). 2.67-2.70 (2H, m). 2.46-2.78 (7H, n). 
2.92-2.96 (4H, m). 3.03 (2H, sept, J= 6.8 Hz), 3.35 (2H, s), 
3.41 (2H, t, ./= 7.0 Hz), 7.18 (2H, d, J = 7.6 Hz), 
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7.28 (IH, t, J= 7.6 Hz), 7.37 (IH, t, J = 7.8 Hz), 

7.77 (IH. dd, 7.8, 1.2 Hz), 7.82 (IH, dd, J= 7.8, 1.2 Hz), 

8.75 (IH, br s). 

BIMS m/z (relative intensity): 550 (M*), 84 (100). 
7tM'9^^ : C3 iH42N403St: LT 

■. C, 67. ei; H, 7.69; N, 10.17; S, 5.82. 

MMiM : C, 67.37; H, 7.62; N, 10.18; S, 5.73. 

mmm 9 5 

2- [4- [2- ( 7 - t e r t - r5^;i/'<>^/:t *■t^^/->>^- 2 --f ;V^:t) 
ir'^^S^>-l--f;i/] - N- (2, 6-2/''fV7"Dh:;U7ir:;i/) T 

-fe h T ^ V'omm : 

2 - t e r t - 7 X y — ;b (2.00 g, 13.3 mmol) CDT-b h — h 0 ))/ 

(30 ml) v^^(c^7kSf^ (1.35 g, 13.3 mnol) t^mmm (13.3 nmol) ^0 

vhi^^7-f - (•> «J :^y;i/60 g, J|lia«§i« ; '^^-y-> : T-t h> = 3 : 1) 
T?:^S{ L. 2 - t e r t - y^-^V - 6- ~hV7jLy —)]/ 600 ag (JR^ 23%) 

Z(0— htiynLy— )l (316 mg, 1.62 mmol) o oi ^ y — ;i/ (20 ml) jg^^Jz 

1 0 %^^^ <y Ammmm (250 mg) &*nx. ;^^#oimT. M^-^izmm 

t e r. t - 7 J. y 260 mg (JR^ 97%) ^m^f^^t Lxmtc. Z.O 

Ts.Jyx.y—)\, {221 Mg, 1.37 mmol) (D^i^' y — ( 10 ml) =f- :t 

mm- 0-ziL^j],ij ^ A (242 mg, 1.51 mmol) *AP;t. 8 l^^jtaf^jSj^i b fee 
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y ^ - {i^')i3f)\yZQ g, m^mm. ; T-t h > = 4 d x-m 

iJUx 7-tert-:r^;p-2-y;i/*rh'^>V^;t^-y-\/ — ;!/ 124mg(iR 

* 44%) ^mBi^mtLx'i^rz. 

2 - :A )li3 y h ^ > 'J :t ^ — )l(D itt) ^ IZ 7 - t e r t - r^;|/-2 - ;< 
at;^. : 138 - 140-C 

IE (KBr) cm"': 3431, 3286, 2961, 1664, 1503. 
'H-NMR (CDCl,) d : 

1.21 (12H, d, J = 6.8 Hz), 1.46 (9H, s), 2.63-2.68 (4H, m), 

2.73-2.77 (4H, b), 2.86 (2H. t, J = 7.0 Hz), 

3.00 (2H, sept, J= 6.8 Hz), 3.22 (2H, s), 

3.49 (2H, t, J= 7.0 Hz), 7.14 (IH. dd, J= 7.8, 1.2 Hz), 

7.18-7.23 (3H. m), 7.29 (IH, t, J = 7.7 Hz), 

7.44 (IH, dd, J= 7.8, 1.2 Hz), 8.61 (IH, br s). 

EIMS tt/z (relative intensity): 536 (M*), 263 (100). 

tc^^Vt : C3iH44N402St: UT 

mnm c, 69.37; h, s.es; n, 10.44. 

: C, 60.53; H, 8.21; N. 10.41. 

mmm 9 e 

2 - [4 - [2 - (7-tert-7'5^;i/'^>V*;i-^-y-V-;i/-2-'l';U^;r) 
Jif=-;i']. v>- 1 --f -N- (2, ( :ii 5^ ;i/ ^ :t ) - 6 - ;>« 

2-;>{;U*rh-7-bU7;i/;tD;>{^;|/'>i>\/3(-:^r-y-l/ — >>^©f^t>^)^w7- 
t e r t - -r^;!/ - 2- ;><;i/*rb 'Ot/it *■y•^/-;^&ffll^Tll^te^« 8 9 i: ^ 
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: 115 - IITC 
IR (KBr) cm-': 3430, 3327, 1699, 1504, 1479. 
'H-MMR {CDCI3) 6 : 

1.32 (3H, t, J= 7.3 Hz), 1.35 (3H, t, J = 7.3 Hz), 
1.46 (9H, s), 2.47 (3H. s), 2.65-2.70 (4H, m), 
2.76-2.81 (4H, m), 2.87 (2H, t, J = 7.0 Hz), 
2.93 (2H, q, J= 7.3 Hz), 3.16 (2H, q, J= 7.3 Hz), 

3.20 (2H, s). 3.50 (2H, t, J = 7.0 Hz), 

6.70 (IH, s), 7.16 (IH, dd, J= 7.8, 1.2 Hz), 

7.21 (IH, t, J= 7.8 Hz), 7.44 (IH, dd, J= 7.8, 1.2 Hz), 
8.54 (IH, br s). 

EIMS m/z (relative intensity): 587 (M*), 381 (100). 
^16^ 9 7 

2 - [4 - [2 - (5-47UD-7-'fy7"Dir;i/-4-^^;i/'<>\/:t*-b-^>^ 
— 2 - >f ;i/f-:^) \1^=7 > - 1 - )Vi -N- (2, e-i^-fV 

4_^on-2--fvrDif>»i/-5-;«<^;i/7jcy— ;i/ (1.84 g, 10 mmol) 
<DT-\2 h - h V )i' (20 m\) }^ M tK fi^ ^ (1.12 g, 11 mmol) t^^mmm 
(693 mg, 11 mmol) ^ 0 'CX' M-^ Lm ^ tx ^mmT ^ )U ^ 0 'CX' mT V. 5 

-^^ jvij ^ A ^ a-? h i^"^ y ^ - iiy V ^ jiso g. mmmm 

V-> : mih^^ U> = 30: 1-^10 :1) t-lB^b. 4-^DD-6--rv 
7-nt;u-3-p<5^>i/-2-r^hD7xy-;i/ 1.88 g (JR3^ 83%) ^mn^f^ 

Z<D- h Df*: (1.88 g, 8.18 mmol) (DW^M (30 ml) ^^8[{c:*}^TT-MiS 
(6.4 g, 98 mmol) *'i>ar oiD;i fco immmi^'ik. Hic;?Stcft^a:5^;i/$r 
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;i'7a:y-;i/ 1.63 g (iR^ 99X) ^^n^m^in^hx^xmrzo 

C OT $ y 7 oi y — ;u (1.60 g. 8.0 mmol) (D:t.^ (30 ml) mWL\Z 

i^'f-:^m.W.O- ^) ^ I, (1.60 g, 10 mmol) 1 6 ^ r^ial^SSL 

^}«^s*Lfco nm.-^y^\zmm\.. 2 n^^^adx p h a - 4 li^k 

(S^ ^yfjff)^ 70 g. Jlll^JJI ; ^^r-y-> : r-b h > = 7 : 1 ) "CJltSa L, 

-fV7*ntr>»u-2-;.«;i/:drh-4-y^;i/^>y3|-dptH/ — 1.28 g (JR^ 
66 X) **»€!th«Hi: UTff fco 
WTs 2-;<;i/*7'h'^>\;:t^-y-\/ — ;i/©ftt)»){::5-^DD-7-'fV 

rDt;i/-2-j<;i'*rb-4-p« ^ )v ^> -t — )v ^ m^^xmmm 1 i: 

: 162 - 163°C 
IR (KBr) cm-': 3436, 3290, 2963, 1660. 1505. 
'H-NMR (CDCI3) 6 : 

1.21 (12H, d. J = 6.9 Hz), 1.33 (6H, d, J = 6.9 Hz), 
2.52 (3H, s), 2.64-2.70 (4H, m), 2.73-2.77 (4H, m), 
2.85 (2H, t, J= 7.1 Hz), 3.01 (2H, sept, J= 6.9 Hz). 

3.22 (IH, sept, J= 6.9 Hz), 3.23 (2H, s), 

3.48 (2H, t, J = 7.1 Hz), 7.07 (IH, s), 7.19 (2H, d. J = 7.8 Hz), 

7.29 (IH, t, J= 7.8 Hz), 8.61 (IH. br s). 

EIMS a/z (relative intensity): 570 (M*), 330 (100). 

Ttm^m : C3tH43ClN40iSi: LT 

tfSf<t : C, 65.18; H, 7.59; N, 9.81. 
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mmm c, es.is; h, 7.s9: n, s.ss. 
n«im 9 8 

2 - [4 - [2 - (4. 5. 6 - h V ^ h ^i^^>'J:^^V-'J — )V - 2 - ^ JU^ 
:t) -N- (2, 6 - y ^ V y a \^ )i y - jv) 

T± \-T 5. \= (DMm : 

J^mi- h U -^7 A (318 mg, 3.0 mmol) (DtK (5 ml) mmiz:^)Uy y —)Vm 
(1.0 g. 6.0 mmol) SJDx.x ilOl^)g«¥^. *^^TT-ffi5N^:^ h U A (414 m 
g. 6.0 mmol) (1 ml) mm^fm^. (1.25 ml) ^?iSTU^se©!S 

^mib± h 'J A (1.1 g, 27.5 mmol) CD* (6 ml) ^miz 3 , 4 , 5 - h 
y p{ h * (921 mg, 6.0 mmol) Srio^. inl^^SI^. ?lc?^Tt?^ 

S/iS^SSM?^^^. 3 lHl> 1 mwai bfco 

y - 3 , 4, 5-h>jyh:^i>7i y — ;KZ)!|S^J5Et) 640 mg (JR^ 64 X) ^ 

T§ o 

^ O T' $ y 7 31 y — ;i/ ( 199 mg, 1.0 mmol) ffloi ^ y — >i/ (5 ml) MM tc 
^^Tjg^^- O - Ji^'^l/^j 'J -^A (321 mg, 2.0 mmol) ^iox. 1 6«fP^ttl^ja 
»SL/io jg/fe?t*igirSU. * (30 ml) ^iUX.. #Jgi?T-pH3~4(CLto *f 

Uv 2-p<;i'5!3rh-4, 5, 6 - h U A h ^i^^>'J:t^V-'J — Jl' 15 
5 mg (4K^ 64 %) ^mm&U^mt UT#fco 

2-><;i/*rh^>r/:t^-b-V*-;KZ)«;fc»3{C 2-X;i/*7'h-4, 5, 6 

- h 'J ^ h =^ J"<>^/:t^■t^y-;^^£ffll^Tllil6^^ i tmm^zs.!it:^ • Mat. 

ifcji^ : 126 - 129'C (d.) 
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IE (KBr) cm-": 3433. 3254, 2960, 1663, 1486. 
'H-NMR (CDCI3) 6 : 

1.21 (12H. d. J= 6.8 Hz), 2.62-2.67 (4H, m), 

2.72-2.77 (4H, m), 2.83 (2H, t, J = 7.0 Hz), 

3.00 (2H, sept, J= 6.8 Hz), 3.22 (2H, s), 

3.43 (2H, t, J= 7.0 Hz), 3.84 (3H, s), 3.88 (3H, s), 

4.32 (3H, s), 6.71 (IH, s), 7.18 (2H, d, J= 7.6 Hz), 

7.29 (IH, t. J = 7.6 Hz), 8.59 (IH, br s). 

EIMS a/z (relative intensity): 570 (M*), 126 (100). 

7clS^«f : C3oH«2N40«SJ: LT 

: C, 63.13; H, 7.42; N, 9.82; S, 5.62. 

: C, eS.Ol; H. 7.35; N, 9.64; S, 5.51. 

mmm 9 9 

2 - [4 - [2 - (6, 7-ifx (^h:3FS'*;i/;ttr^;i/) ^>'J:i-^-^'J — JV- 
2-'i A'^-^fl :x.^)V} y^^"? if > - 1 - ^ )U2 -N - (2, 6-if^V7-U\f 

3 - h b-Ddp>'-7 4';i/^i?^^;i/ (3.8 g, 18 mmol) ©T-fe h h U ;i/ (6 
0 ml) mm\,Z^ ^»7kK^ (3.6 g,36 mmol) h%m.mm (2.16 g, 36 mmol) § 
0°C-r-)g^ L» ^nS5B^7'-fe5^;i/* 0 "CT-vST 4 0^KmJ$L;to S^S 

AT-^j^^. ^i«*g5febfeo 3 - b K D i\r i> - 4 - h 
D-7<J'>»l'^i;^5^;j/i:3-b Y v ^ - Q - =. V u - 7 -9 ;^ ^ )\' O Z : 

2o>g^ti 4.34 g {um 94%) ^n^mmmtvxmrzc c:ti^^mmmT^ 

C©^ b Diij!: (4.3 g, 16.8 mmol) OSfi{J^^;b (60 ml) ^rftfc 1 0 

i^-^ A^Kig/yijgSE (2.5 g) ^im^. Jkmmmnr. mu-^ smmmwLTzo sjes 

fftS-b^-f hiSS'Jb, COffifSSiSISb/i, ^a[!fe^ (50 ml) izm 



- 145 - 



wo 98/54153 PCT/JP98/02300 

»t^ 0-Jc^;i/* U i> A (1.76 ff, 11.0 mmol) *inx.x 16^ 

6, 7-h:x (jih^->iJfVn'^-)l) - 2 - ^ jvijy" V ^>'J^ ^"^'J — )V 
1.61 g (IR* 60%) <fe«feiiSSi:LT?f^Co 

ik^i^ : 186 - 187-C 

IR (KBr) cm-': 3312, 2963, 1733, 1718, 1660. 
'H-NMR (CDCla) 6 : 

1.21 (12H, d, J = 6.8 Hz). 2.60-2.78 (8H, m), 

2.84 (2H. t. J = 6.8 Hz), 3.00 (2H, sept, J = 6.8 Hz), 

3.21 (2H, s), 3.50 (2H, t, J = 6.8 Hz), 

3.92 (3H, s), 4.01 (3H, s), 7.18 (2H, d, J = 7.8 Hz), 

7.28 (IH, t, J = 8.3 Hz), 7.63 (IH, d, J = 8.3 Hz), 

7.89 (IH, d, J = 8.3 Hz), 8.59 (IH, br s). 

EIMS b/z (relative intensity): 596 (M*), 330 (100). 

7tM^^ : C3.H4oN406Si: ur 

C, 62. 4O; H, 6.76; N. 9.39; S, 5.37. 
: C, 62.21; H, 6.76; N, 9.37; S, 5.40. 

nmm i o o 

2 - [4 - [2 - (6, 7-ty^ (:>i V ^^J\^) 'J -t 'J - )V - 2 - 
^ ^L^jl,} \f^^i^>-l--<;i] -N- (2, 6->'-fV7'DV^;V7 

3 - t K D -> 7 ^ ;vifM*#J (5.0 g, 30.5 mmol) (D D D ^ > (60 
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nl) ^miZN, N-i?>( vyu\^)Vx.^)\,T X> (4.39 g, 34.0 mmol) 4AnA. 
*2ki^aiTv ^ uu /. ^)\/ jL =f-)\,:x. — 7' ))/ (2.57 g, 32.0 mmol) $?aTU> 

MMfcM b 1 ^ra«if bfco $?>{civ, N-^j-< vrx2\^)\yj^^)V'rxy (2.2 

0 g, 17.0 imol) t u 12 ji ^ )V ^JV zc — y^ )V (1.28 g, 16.0 mmol) ^1m^. 

immmi^i^tzo mjc;^. ^m^^^L. sg^;&*-C'#f? t:n-7^;i/-eftiiii 

b. 3-^h^i/;^^;i/;i-^>'7iJ' ;i'^^7K'fel 6.3 g (JR^ 99%) 

ifel^t-x 3 (3.0 g, 14.4 mmol) <D 

m^T- h ^ t K D 7 ^ > (100 ml) ^^fttjiKTkJ^aiT. Tk^Yb U "i? A T ^ 
A (1.14 g, 30.0 mmol) ^ 'pm^f -otia^. ^iStdM b 1 2 bfco 
SliS^«Sr:i^-5^;u (300 ml) "C^fRbx ^W*g<b T > ^ 'i' A (3 ml) *iJO 

bx at^StiffliSSbx 3-;^h:^S^;'{^;i/3i-=^i/-l, 2-'<>4f>i?^;5'y — 
-(U 1.71 g (iR* 60%) *ftte?i«^i: bT^#fc. 

C-ee#e)nfe5^;r — ;i/ (714 mg, 3.6 mmol) £D5^;^ ^;u^;i/A7' 5 

Y (10 ml) ^M{r*^k?^^T. *^<b:^hU'!7A (384 mg, 8.0 mmol) SAD 
x.> 1 5 ^P^tilf bii^o i^V^Tx 3— K^^J'^ (1.13 g, 8.0 mmol) SSU;t. 
mU\zm\.. 1 ^F^Mlf bfc. MJS?<5*ISffiJSfbT>^:^'t7A*T-#»?bs 

^;i/:t^>'^>-lf > 810 mg 99%) & tefe i: b T y^: „ 

d d T-ff n;t ^ b ^ •> ^ ^ J\^:s^ — 'r (810 mg) ©7=- h ^ t K 
D 7 ^ > (12 ml) ^WLiZ 2 Nmm (8 ml) ^tJD^. 1 2 mfSmWl^tzo 

X2^ V ^^y ^ - ('> u *'y;i/20 g. m^^m \ ^^^^y : 7-irb>=io 

: 1 ) -r-mSSfb. 2. 3-\f.7. (^ h*S^^f^;b) 7 480 mg (IR^ 7 
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3X) ^m-&miii^iiLxmrzo 

2 , . 3 - K:^ (p{ h if-'>j^^)V) 7 zjL J —)]/ (483 mg, 2.65 mmol) ©r-fe b - 
h (5 ml) jg?i|[fc:. ^TkWII ( 306mg. 3.0 mmol) i:f6@?S^ ( 189 mg, 
3.0 mmol) >fe 0 "C-CS-^ L» n^SBi?T-fe 5^;i'* 0 •CT-j^T L^ 4 0^Ppgjt 

;i/) - 4- :::hD-7:cy CD 2 : 1 £D^g^ig5 329 mg (IR^ 54%) SfSfi 

CO- b n#: (329 mg. 1.44 mmol) OWH (5 ml) ^Mtr *^&TT?3e^ (1. 
13 g, 17 mmol) ^ 'J^MT -ofxi ^fz. 4 0 ^mmW'ik. >E ffc ^« ^ 3i ^ ;i/ in 

^^ iS«KS:g*Ls 2-r^y-5, 6-t:;:^ ( ;>< b ^ 5^ ^ ^;i/) 

4-7'$>'-2, 3-K::^ (^hdpi/^^;]/) ;i/ £D2 : \ (Om^^ 

276 mg (1R2^ 89X) ^JlfitttJ i: bTff ;to dnS^Q-BDIiSg-r 5 d Jft: < i*:SJE& 

C £DT ? y 7 a: y — ;i/ (276 mg, 1.29 mmol) y — ;i/ (10 ml) {c-^P 

i^^^fjg^^- O i; -i; A (228 mg, 1.42 mmol) ^HaA.. 1 6 

in«ij§^bfco MJ^mv Jiff TT- b/io ^m\z2 ni^m.-^lm^m.'^ 
i: b.. bfco ^^BS*. fiS W :t m tK T JIH JJC j5fe ?^ b . ^tKIpS 

- (Sra;g*^^ ; -^^-y-^ : T-b h > = 5 : 3 ) X-mm b. 6 , 7 - hT ^ (^ 
h ^ i> ^ ^;i/) - 2 - ^ 7" h ^> :t ^-9- V*-;u 182 mg (IR^ 59%) 
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mn^ : 96 - 97*0 

IR (KBr) cm-': 3290, 2961. 1662, 1506, 1125. 
'H-NMR (CDCIO 6 : 

1.20 (12H, d, J = 6.8 Hz), 2.60-2.78 (8H, m), 

2.84 (2H. t, J = 6.8 Hz). 3.00 (2H, sept, J = 6.8 Hz), 

3.22 (2H, s). 3.40 (6H, s), 

3.48 (2H, t. J = 6.8 Hz), 4.63 (2H, s), 
4.74 (2H, s), 7.18 (2H, d, J = 7.6 Hz), 

7.29 (IH, d. J = 7.6 Hz), 7.34 (IH, d, J = 8.0 Hz), 

7.49 (IH, d, J = 8.0 Hz), 8.60 (IH, br s). 

EIMS a/s (relative intensity): 568 (M*), 330 (100). 

TC^^m : C3.H44N404Si: UT 

MWM : C. 65.46; H, 7.80; N. 9.85. 

mmm c, 65. 41; h, 7.75; n, 9.71. 
nmm 1 0 1 

2 - [4 - [2 - [6, 7 h ji^JV) ^y-J ^^^-J- - 2 - 

'f;i'^;t]a:5";i/] bT'^^i^V-l-'f;!'] -N - [2, (Jif^;i.^:t) 
- Q - A ^)\,- 3 - ij ;i/ ] T-b h T $ : 

2 - y ;b * 7" h -7- h "J 7 ;i/ :t D 5^ ;i/ ^ > V :r -tf- — oft t, (3 (c 6 , 
7-hr;:^ (^h^v-^^;!/) - 2-^;i/*rh^>>/;r=^+J-\/ — ;^g:ffl^^•r|| 

Sj^^ : 118 - 120°C 

IR (KBr) cm-,: 3334, 2926, 1699, 1561, 1501. 
iH-NMR (CDCl.) 6 : 

1.32 (3H, t, J= 7.4 Hz), 1.35 (3H, t, ^ = 7.4 Hz), 2.47 (3H, s), 
2.64-2.69 (4H, m), 2.75-2.88 (4H, a), 2.85 (2H, t, J = 7.0 Hz), 
2.93 (2H, q, J= 7.4 Hz), 3.15 (2H, q, J = 7.4 Hz), 3.20 (2H, s), 
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3.40 (3H, s). 3.41 (3H. s), 3.49 (2H, t, J = 7.0 Hz), 4.64 (2H, s). 

4.77 (2H, s), 6.70 (IH, s), 7.34 (IH, d, J = 8.3 Hz), 

7.50 (IH, d, J= 8.3 Hz). 8.53 (IH, br s). 

EIMS a/z (relative intensity): 619 (M.), 381 (100). 

76^i3-*fT : Cii.H. 1N5O4S3 bT 

lt»fii : C. 56.19; H, 6.67; N, 11.30. 

mmm C, 56.27; H, 6.67; N, 11.19. 

mmm 1 0 2 

2 - [4 - [2 - (7-tKD^S/;^^;i/'<>V:t:i\r-b-\/ — >»l'-2-'<;U^;t) 

vf'<5>'>-i-'C;i'] -N- (2. 6-i;'>fvrDtr;i/7a:zi;i/) t 

•fe h r ^ HOSii^ : 

2-jt}\^^rh-7-M h^i'*;i/3tt-;i/'<>\/;t^-b-^7 — ;u (1.1 g,5.0 m 
Bol) ©T H F (20 ml) iSift T >>U rf > ^ ffl SiTx - 7 8*CT1. OM*^-fb>' 
■< v:f^)i'T )V =.0 I. - h ;vai>^f« (10 ml) ^ < t) i:?aT 3 0 ^ 

A - h ;n>^M (5 ml) Sf9>-3<t)tjgTb. 30 Lfc, ^&T. >S 

b;^:o f§ ^ixrzm&^^^^^V-> tT-\r V > Rtl A ^ J - )\^ tfi 
^ ^ b > 7 - t H D ^ ^ 5=- ;i/ - 2 - ^ ;i/ :i!3 7* h :t ^ -t^- V" — 848 mg 

(JR^ 94%) bTf^fco 

W.Tx 2 - y V Ti- ^ 'J — )V o:t i^t> ^ \z 1 - \:. Yxi^'y>t.^)v-2 

- ;<)vijy V ^>'j:t^v-'j-)i'^m\^xmimm 1 1 mmizRso, • $aji bx a «j 

MM. : 138 - 139°C 

IR (KBr) cm": 3331, 2962, 1657, 1507. 1427. 
•H-NMR (d.-DMSO) d : 
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1.13 (12H, d, J = 6.8 Hz), 2.55 - 2.65 (8H, m), 2.79 (2H, t, J = 6.8 Hz), 

3.05 (2H. sept, J = 6.8 Hz), 3.11 (2H, s), 3.47 (2H, t, J = 6.8 Hz), 

4.74 (2H, d, J = 5.5 Hz). 4.90 (IH, t, J = 5.5 Hz), 

7.12 (2H, d, J = 7.6 Hz), 7.22 (IH, t, J = 7.6 Hz), 

7.26 (IH, t, J =7.2 Hz), 7.29 (IH, dd, J = 7.2, 2.0 Hz), 

7.45 (IH, dd, J = 7.2, 2.0 Hz), 8.77 (IH, br s). 

EIHS m/z (relative intensity): 510 (M^^), 316 (100). 

7n^^*f : Ca.Hj.NHOsSi: U t 

t^^ffl : C, 65.85; H, 7.50; N, 10.97. 

HaifS : C, 65.77; H, 7.64; N, 10.84. 

HJtet^ 10 3 

2 - [4 - [2 - [7 - (l^5vf->'U-3-'f;i/) V :t Jf^ tJ- - 2 - -f 
;i/5=-:*] M-^z) ''J^y - \ - >{ )\,-\ -N - (2, 6-2^'fy7'Dtr;i/7i 

-;i/) X HOKi© : 

2- [4- [2- ( 7 -T-bf=-;i/^> V^;t^'t?-^/-;i'- 2 --f ^l/^sl-) 
e^^5;>-l--f';i/] -N- (2, ^ - V -i V -/ u MA y X. - )\,') t^\-T 
X Y (214 mg, 0.4 mmol) CD D M F (15 ml) ^mVLV ^ ^ )\,it^ )\/ X YV^ 
^-il/T-fe^— ;i/ (146 mg, 1.2 mmol) S:?STL^ 8 0 Tl T- 4 ^ Palit # L p S 

^:»- h ij AT-^^^. }gJJS*S*L. 2 - [4 - [2 - [7 - (S-i^^^^ 
^ y T D ;i/) ^ > ^-y- ^/ — _ 2 - -Y ;p ] 
>-!-'!' -'I'] -N- (2, 6-S/*'fV7'Dt;i/7ai:^;u) T-fehT^Ko 
ffl^^t) 245 mg^feeffco 

x:^- 5 >ft: (245 mg, 0.4 mmol) O ^ 9 ^ — )\, (6 ml) ^?«{;»^ (123 mg, 
2.05 mmol) . t H ^ i/* > ( 102 mg, 2.05 mmol) Sin;t SffiT- 1 5 1^ 

SiiEgf:f- h U -^A-e^g^SI^, ^«E*g*Lfeo a^S^m^^Jg^' D V 
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«3 129 mg 58%) * ^ t U Tff Ac . 

: 181 - 183*0 
IR (KBr) cm"': 3262, 2960, 2360, 1655, 1500. 
'H-NMR (CDCI3) 6 : 

1.21 (12H, d, J = 6.8 Hz), 2.60 - 2.76 (8H, m), 

2.87 (2H, t, J = 6.8 Hz), 3.01 (2H, sept, J = 6.8 Hz), 3.23 (2H, s), 

3.53 (2H, t, J = 6.8 Hz), 6.89 (IH, d, J = 2.2 Hz), 

7.19 (2H, d, J = 7.6 Hz). 7.29 (IH. t, J = 7.6 Hz), 

7.34 (IH, t, J = 8.0 Hz), 7.55 (IH, dd, J = 8.0, 1.2 Hz), 

7.68 (IH, d, J = 2.2 Hz), 7.71 (IH, dd. J = 8.0. 1.2 Hz). 

8.62 (IH, br s). 

EIMS m/z (relative intensity): 546 (M*), 342 (100). 

Tvm^Vr : CsoHssNsOaSi: UT 

MWM : C, 65.91; H, 7.01; N. 15.37. 

Mmm : C, 65.89; H. 7.06; N. 15.22. 

mil&0i 1 0 4 

2 - [4 - [2 - (7-=.hr3y<>'J:t^V-^J — }U-2-^)l'^:i^) t: 
^^5^>-l-^';i/] -N - (2, 6-5>--l'V7'PK^l'7ai:z;i/) T-fehT^K 
CDSSit : 

3 - - h D -y- V ^;ugj (10 g, 54.6 mmol) © D M F (100 ml) m^L^z^m.^} 
U -i^A (16.6 g, 120.1 mmol) SiD^. '^>'>-;i/rn 5 H (14.3 ml. 120.1 d 
nol) SrrSTtfco 8 0 ^T- 1 2 BSratt^t SjS^/&7k-C#fii ji-t^^UT 

^iSE^gl* 2 - V )\^ it ^ - Z - - Y W^tM-^m^y )\' 16.1 g 
(JR^ 81S5) b-CWfco 
ZLCD^y i>)\/:sL7.7' (4.42 g, 12.2 mmol) (DJ:^' y— ;!/ (30 ml) 
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mZTHmbiJ U •> A (1.37 g. 24.4 Bmol) Ti^mm (30 ml) **n^. 5 0 •Ct- 

■< — (i/ u 90 g, mmmm. ; ^^-9-> : T-ir h y : mm = 2 5 : 2 
5: 1) -e^i^L. W?>n;fcmisssr-fe h >i:-^^-y->*^t>li,^^u. 2-^^ 

> i> )\^ :t ^ - 3 h D^SS^ 2.1 g (JK^ 63%) S^^fiSg^i: LTWfco 

^ (omM.mm (2.1 g, 7.69 mmol) © t e r t - ^ ^ y — ;i/ (70 ml) ^miz. 
b U ji^;i/7' 5 > (3.2 ml, 23.1 mmol) is XVT i^lbi^ y j^ — )VTt^:>(.^^ 0 Jl' 
(1.7 ml, 7.69 mmol) ^^i^TtiSTU^ 1 Btr^inS^aSft b fco SJttS^ft^TKT- 

* bJto SliE ^ U*y;i/*7Ai7nvhi!'77'f — (i/U* -y;!/ 90 g, il 
P3^«l ; ^^V> : 7'-feh>=5 : 1) -C-«li b, N-tert-:7'h^i' 
:ir;i/#-;i/-2-'<>i?;i/:t^i/-3--hDTr.ij> 1.61 g (JR^ 61%) i 

Z<DT=.*) >fj^ (1.41 g, 4.1 mmol) ® h U "7 ;i/ ;i- D ^ ?S (30 ml) IZ 
^:t-T-V — J]^ (4.8 ml, 4. mmol) *?STb. ^^T- 1 S^F^jt^bT^:, 

T-;^!^ b. 2-7'^y-6--hD7i y 430 mg (iR^ 68%) ^mm^f^ 

(430 mg, 2.8 mmol) O^i^y— ;i/ (30 ml) }g^S<ci?5=- 
0-a^5^;U* i; A (497 mg, 3.1 mmol) **P^. 1 2 I^P^Anl8l)l«t 
bfco S^SfS&Tk-e^JRb. 2 N^Sfcif^* i: b. j^ — 7^;i/-ciifiiB bfc. 
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Lifco mma^ u *y;i/3f7 ^ A i7 D V h 7 — (i/ u ;i/ so g, jn^ 

; ^DD*;i/A : ^^y— ;i/=10: 1) -^mM 2-^;i/*rh- 
7 h covf — ;i/ 381 mg (iRJ^ 69%) ?:jie^^i:btf#;to 

Mf^ : 153 - 155°C 

IR (KBr) cm"': 3437, 3226, 1662. 1532. 1505. 
'H-NMR (CDCI3) 6 : 

1.21 (12H, d, J = 6.8 Hz), 2.65-2.70 (4H. m), 

2.72-2.76 (4H. m). 2.88 (2H, t, J = 6.8 Hz). 

3.00 (2H, sept, J= 6.8 Hz), 3.22 (2H, s), 

3.54 (2H, t, J = 6.8 Hz), 7.19 (2H. d, J = 7.8 Hz), 

7.29 (IH, t, J = 7.8 Hz), 7.43 (IH. t, J = 8.3 Hz), 

7.88 (IH, dd, J= 8.3, 1.0 Hz), 8.07 (IH, dd, J= 8.3, 1.0 Hz), 

8.60 (IH, br s). 

EIMS «A (relative intensity): 525 (M*), 125 (100). 
Tim^m : C2-H3sM504Si: UT 

: C, 61.69; H, 6.71; N, 13.32. 
HSlffi : C. 61.77; H, 6.79; N. 13.16. 

nmm i o 5 

2 - [4 - [2 - { 7 - =. V t3 ^> V :ir ^V-V' — - 2 - ^ JU^:^) JC-^;|/] fc: 
^V' > - 1 - ^ )l] - N- (2, 6-i/'fvrDt:;i/-4-;><hdpi/7ain;U) 
T-fe h T ^ h' £D^ig : 

2 - [4 - (2-bKD^i^a:^;W) y^^^p V> > - \ - -< - N- (2, 6 
-i?l'V7-Dt:;i/7a:-;i/) T-fehT^K©f^t>?)t:2 - [4 - (2-tKDi|r 
i'Jif^;!/) t^^i^^'-l-'f^V] -N- (2, 6-i?'fVP'Dt:;b-4-yb 
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ma^ : 165 - 166-C 

IR (KBr) cm-': 3271, 2963, 1659, 1600, 1534. 
'H-NMR (CDCI3) 6 : 

1.19 (12H. d, J = 6.8 Hz), 2.65-2.71 (4H. 1), 2.71-2.76 (4H, m), 
2.88 (2H. t, J = 6.8 Hz), 2.97 (2H, sept, J= 6.8 Hz). 

3.20 (2H, s), 3.54 (2H, t, J = 6.8 Hz). 3.81 (3H, s), 
6.71 (2H, s), 7.43 (IH, dd, J= 8.3, 7.9 Hz), 

7.88 (IH, d, J= 7.9 Hz), 8.07 (IH, d, J = 8.3 Hz), 
8.45 (IH, br s). 

EIMS m/z (relative intensity): 555 (M*), 70 (100). 

TcM^Vi : C2 8H3 7Ns05Si: L/T 

sfWm : C, 60.52; H, 6.71; N, 12.60. 

MMib : C, 60.49; H, 6.71; N, 12.58. 

mmm ice 

2 - [4 - [2 - i7--hti^>^J:f^V'J-)]y-2-^J]^^:t) IT 
^^•7 1 -N- [2, 4-t:^ (ji5^;bf^:t) - 6 - A ^ - 3 - 

2 - [4 - (2-bh-D:^->aL^;i/) tr'^^v>-l-'i';U] - N- (2. 
6-i^'<'V7-pif;i.7a:r.;i.) 7'-feh7'?KcDftb!3{w2 - [4 - (2-tKD 
^i^jL^Jl) K'^5i^>-l-'r;p] - N- [2, 4-t:x (ji5^>il/5=-3}-) - 6 

- - 3 - 1 'J ->-;i'] T-t? h T ^ H l.^Tll^s^»l i o 4 i: i^-tntcs^s • 

: 50 - 52°C 

IR (KBr) cm"': 3292, 2929, 2817, 1699, 1532. 
'H-NMR (CDCIs) 6 : 
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1.33 (3H, t, J= 7.3 Hz), 1.36 (3H, t, J = 7.4 Hz), 

2.47 (3H, s), 2.64-2.70 (4H, m), 2.72-2.77 (4H, m). 

2.88 (2H, t, J = 6.8 Hz), 2.93 (2H, q, J = 7.3 Hz), 

3.54 {2H, t, J= 6.8 Hz), 3.16 (2H, q, J= 7.4 Hz), 

3.19 (2H, s), 6.70 (IH, s), 7.43 (IH, dd, J= 8.4, 7.9 Hz), 

7.88 (IH. d. J= 7.9 Hz), 8.06 (IH. d, J = 8.4 Hz), 

8.52 (IH. br s). 

mmM 1 0 7 

2- [4- [2- ( 7 -- h D-<> vf3r=^r+J-\/-;i/- 2 -'f ;i/^;i-) x.^)],2 
t:'^^$;>- 1 --f -N- [2, (-f v r d tr;i/^3r) -6-^ 

2- [4- ( 2 - t P D :^'>ai^;i') tf'^^ > - 1 -'f -N- (2, 
6 - i;-^' y t:;i/7 ir^^U) T-b h 7* ^ t)(r2 - [4 - (2-tH 

D:^i/3i^;)/) t:--?.^i?>- 1 ->f >»w] -N- [2, 4-1;;:^ (-fyrntr^u 
^:t) - 6 - 3 - t: U J^-fW] T-b h T 5 K Sffl ^^T^Iitefi»l 1 0 4 i: 15 

M}^ : 57 - 59°C 

IR (KBr) cm-,: 3299, 2962, 2818, 1702, 1559. 
iH-NMR (CDCl.) 6 : 

1.35 (6H, d, J = 6.7 Hz), 1.36 (6H, d, J = 6.8 Hz), 2.46 (3H, s), 

2.64-2.69 (4H, m), 2.72-2.76 (4H, m), 2.89 (2H, t, J = 6.9 Hz), 

3.18 (2H, s), 3.50 (IH, sept. J= 6.7 Hz), 3.55 (2H, t, J = 6.9 Hz), 

4.02 (IH, sept, J= 6.8 Hz), 6.75 (IH, s), 

7.43 (IH, dd, J = 8.3, 7.9 Hz), 7.88 (IH, d. J = 7.9 Hz). 

8.06 (IH, d. J = 8.3 Hz), 8.50 (IH, br s). 

EIMS m/z (relative intensity): 604 (MO, 409 (100). 
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mm&i 1 0 8 

2- [4- [2- {7 -=.ho^>'J:f=^V^'/ — )U- 2 --f 
tf'^^i?>-l-W<)I/] -N- (2, 6-i/*'fvrDt:;i/-3-^hD7atn 

2 - [4 - (2-tKD:^rv3i^>'l/) bf^^i^y-l-^*;!/] -N- (2, 6 
-i^'fVT'Dt^;!/^!^;!/) r-fehT^ KCDftt)t)(c2 - [4 - (2-th- D 
i>- 1. 5^ ;i/ ) tr^^ > - 1 -^^ ;u] -N- (2, 6 - i^-f v tf;i/- 3 - 

-hD7ai^;p) T'-feh:?'^ h* *ffi^^■cll^l5^»l i o 4 i: Pi^itcsjss • mm 

afe^ : 70-72'C 

IR (KBr) cm-,: 3290, 2966, 2820, 1683, 1530. 
,H-NMR (CDClj) <5- : 

1.22 (6H, d, J = 6.5 Hz), 1.32 (6H, d, J = 7.2 Hz) 2.60 - 2.85 (8H, ■), 

2.89 (2H, t, J = 6.8 Hz), 2.99 (IH, sept, J= 6.5 Hz), 3.23 (2H, s), 

3.26 (IH, sept. J= 7.2 Hz), 3.54 (2H, t, J = 6.8 Hz), 

7.30 (IH, d, J = 8.5 Hz), 7.44 (IH, dd, J= 8.3, 8.0 Hz), 

7.48 (IH, d, J= 8.5 Hz). 7.88 (IH. d, J= 8.0 Hz), 

8.07 (IH. d. J= 8.3 Hz), 8.79 (IH, br s). 

EIMS m/z (relative intensity): 570 (M,), 321 (100). 

mmm i o 9 

2 - [4 - [2 - (5-^DD-7-'i'vrDtf>»U-4-^^;b^>y*:t=^1^- 
— 2 - tr-^ V > - 1 - ^ -N- [2, 4 - t 

(:>^f^>>l/5=-3r ) - 6 ^Jl- 3 - t: U S^-;U] ^-fe h T' ^ KCDS^ai : 
2 - [4 - (2-tHn^i/a:^;i/) tr^^$^>-l--f;H -N- (2, 
6 - i^-f V rn airi;i.) T-b h T 5 H©ftfc> D{c2 - [4 - (2-tH 

D:^i'3i^;i/) .>->- 1 -^^ - ^f_ [2, 4-t:;^ (a:^;i,^:r) 

- 6 3 - U J?;!'] T-fe b T 5 K *fflV^Tll^l5^3J 9 7 t^^J^HiS 
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Mj^ : 120 - IZZ-C 

IR (neat) cm,: 3301, 2968, 1690, 1481. 1216. 

iH-NMR (CDCl.) 6 : 

1.32 (3H, t, J= 7.3 Hz), 1.33 (6H. d, </ = 6.8 Hz), 

1.35 (3H, t, J = 7.3 Hz), 2.47 (3H, s), 

2.66-2.71 (4H, m), 2.75-2.81 (4H, m), 

2.86 (2H, t, J = 7.1 Hz), 2.93 (2H, q, J = 7.3 Hz), 

3.15 (2H, q, J = 7.3 Hz), 3.20 (2H, s), 

3.22 (IH, sept, J= 6.8 Hz), 3.49 (2H, t, J = 7.1 Hz), 

6.70 (IH, s). 7.07 (IH, s), 8.53 (IH, br s). 

EIMS b/z (relative intensity): 621(M*). 368(100). 

TzM^Vf : C2»H4oClNs02S3i: UT 

Vrmm : C, 55.97; H, 6.48; N, 11.25. 

mmW. : C. 56.26; H, 6.40; N, 11.17. 



mmt?i 1 1 0 

2 - [4 - [3 - (5-<?DD-7-'i'yrDtr;i/-4-^^;u-^>v":r^-y- 
vf->'U-2-'f;i/^3t-) rotf^b] t;--<vi>'>-i--f;u] - n- ( 2 , 6 - 
V r a tr;b- 3 - A h ^ y ^ - J\^) T-t VT = HcDS^jg : 
N- (2, 6 -i^M vrn tr;i/- 3 - b KDiiFv7 Ji^;b) - 2- [4- 
( 3 - t K D rn if;i/) t^^^ 5^>-l--f;i/] t± hT ^ H (500 mg, 
1.32 mmol) £D> ^ y — ;!/ (8 ■!) ii^-fe h :i. h U ;u (12 ml) (Dm-^^miZ, 
N, N-i^^f Vzrn\i)\,x.9-)VT X> (513 mg, 3.97 mmol) t h V ^ )V 
>J ^ >-^=^-9->S?« (2.0 M, 2.0 ml. 3.97 mmol) ^jljp^ 4 B 
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U A-C$g*Sim. SaE«:®36Ufco mW:^ V ^ ^ A a h ^ ^ y -( 
— (MBiSJt ; i7 D D*;i/A i^i'y— ;i/=iO:l) t?!|gS!{ A^- ( 2 , 
6-5^'fvrDir;)/-3-^h:3FS'73i — ;V) - 2- [4 - 
7"Dtr;i/) ^-^-l-^f T'-bhT^K 449 mg (IR^ 87SI5) $f#fc„ 

— ^l/ (150 mg, 0.38 mmol) © T H F (3 ml) ^^gtc h U J^^^l/ 
r 5, > (50 mg, 0.50 mmol) S V 4 - ^ ^ ;i/ T 5^ y > (5 mg, 0.04 m 

mol) tita^. 7K)^m.i^T. m^ft ^ y 7. )V Tf^ ~ )V (53 mg, 0,46 mmol) 

l?e)ix;fe^^Sf*DMF (5 ml) {385(51 b 5 - D D - 7 -'f V ra i^ji/- 2 - 
p{ r h - 4 - ^ ^;i/'^> v/:t ^l?-^^-;!/ (93 mg, 0.38 mmol) . mmti 'J 
■t; A (64 mg, 0.46 mmol) HIS-P 'i7>-6 (10 mg, 0.04 mmol) *iQx.x 8 0 

^y-}u=5o : 1) -e^iSL. mt^ixrzf^m^s^m:^.^)], - ^^^y^*} 

SMSL. BOUYb^^ 91 mg (JR^ 39 %) ^m^^^mh UTfffc. 
ail^ : 126 - 127*0 

IR (KBr) cm,: 3288, 2962, 1663, 1501, 1491. 
iH-NMR (CDCli) 6 : 

1.18 (6H, d, J= 6.9 Hz), 1.30 (6H. d, J = 6.9 Hz), 
1.33 (6H, d, J= 6.9 Hz), 2.92 (2H, quint, J= 7.0 Hz), 
2.50-2.60 (4H, m), 2.52 (3H, s), 2.54 (2H, t. J= 7.0 Hz). 
2.70-2.79 (4H, m), 2.92 (IH, sept, J= 6.9 Hz), 
3.13-3.26 (2H, m), 3.21 (2H, s), 3.36 (2H, t, J = 7.0 Hz). 
3.80 (3H, s). 6.84 (IH, d, ^ = 8.7 Hz), 7.07 (IH, s), 
7.12 (IH, d. J= 8.7 Hz), 8.59 (IH, br s). 
EIMS b/z (relative intensity): 616 (M.+l), 139 (100). 
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mmm i i i 

N- (2, 6-i^'fvrDbf;i/-3-;^h:¥i'7jc-;i/) - 2- [4 - [3- 
v' > - 1 - T-fe h T 5 H <3DSIii : 

;^*ffl^^T3l^(sfiaJ i 1 0 tmmiz&B ' mm mmib-et'^^m&^^mii t 

illj^^ : 139 - Ul'C 

IR (KBr) Cffl-i: 3278, 2960, 1664, 1506, 1332. 
.H-NMR (CDCli) 6 : 

1.17 (6H, d, J = 6.9 Hz), 1.30 (6H, d, J = 6.9 Hz), 
2.06 (2H, quint, J= 6.9 Hz), 2.50-2.60 (4H. a). 

2.55 (2H, t, J= 6.9 Hz), 2.71-2.78 (4H, m), 2.92 (IH, sept, J= 6.9 Hz), 

3.18 (IH, sept, J= 6.9 Hz), 3.21 (2H, s), 3.39 (2H, t, J = 6.9 Hz), 
3.80 (3H, s), 6.84 (IH, d. J = 8.6 Hz), 7.12 (IH, d, J = 8.6 Hz). 
7.38 (IH, m), 7.47 (IH, d, J= 7.8 Hz), 7.75 (IH, d, J = 7.8 Hz), 
8.60 (IH, br s). 

mm0<] 1 1 2 

2 - [4 - [2 - (7-^^;i/^;r-<>V:t^+J-V*-;V-2--l';i/5^;t) x.^ 

i^^^ > - 1 - ^ ji} -N- (2, 6 - ^^-i" V rp t:;i/7 i^>>p) t± 
hT ^ H©S!{ji : 

N-t e r t - y h ^ i] J\/^f^ — )l - 2 - ^> )\/ ^ - 3 - — h o T — 
V> (9.37 g, 27.2 Biol) * ^ y (150 ml) {C^^ bx p-h;bx> 
^-'l'5n>^-*Wt»7.84g (45.5 mBol) ^feiD^x 5 0 t^JCT 1 2 I^P^^J^ bfc. 
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ji<&7iCx i^^-^myit-x-mw^^. mjkmm^i^^i^'y A^mi^^x^fSii^. ^mt: 
s-nhDTriijy 6.44 g (iR^ 96.9 %) ^mnm^m^^ii vxmfz. 

Cl©-hDTniJ> 5.80 g (23. 7 mmol) (r?J<J^Tii^^ lOml^JP^T^ 

miy. m.w^j:*^^^mmi- b u a 4.27 g (61.9 mmoi) cD7jc (5ml) mm^ 

1 0 :9-p^A^{^T>gT b^co ;>K?s«(cT 1 mTsmt^ \^ tz^. mmi^m^m± h u 

A 7jc Sn ^ T p H 7 bx cnic-^- h U A^sT^t h ^ K 2.00 g (28.5 

mnoi) ^in^-c 5 ^mmi^i^tzo 8 0 •cjcrstc 1 0 ^mtknhfz^. SJs£;^* 
«s*?iiii^v^/'^>>.;7 A*fflv%-cig«feb. ^«E*s*bfco nm^i^v 

i3^)V'b'7lx^u-^Vif'7y^— (i/ 'J ^'iT'-'USO gs : ^>Hf> = 

2 : 1) -cmiSb, n^nrzm.mm^mwt3u^)\,-^^^:^ 2 

-^^;i'^;t-6-r:hD73iy — ;U 0.87 g (JR^ 19.8 %) *^lt*ietH^ 

C©:^ h D7iy-;u (290 Bg. 1.57 mmol) timW. (13 ml )*5 <t tJf iglg^ 
(0.3 ml) {c^«?b. Tk^^rT-e. M^«** (411 mg, 6.28 mmol) ^bu^fzo ^ 
JSt? 1 5 ^>PJliJf ^> S/feriS^iSil b. 2 NTk^ib:^- h 'J J;t;tfiaffi^^ 

T-«li>:j^t?^ bs «7kflifi^T'- h U ■i' AT-I^^g^, ^§JX^feg*b/io mm^iy'JH] 
ff)\^-ti^ a ^ h y ^ — (->U :^ 20 g, SIP8»gJJI ; ^^it > : 
mm:^'^)V=l : 1) T-*IMb. 2 -T i / - 6 7 aiy -^1/ 230 

Bg (iR* 94 %) ^mn^^^mtLxmrz. 

3©7xy — (230 mg, 1.48 mmol) <D:c^ y—ji, (30 ml) ^mizi?^ 
5rj^^- o - Ji^;!/* ij ^7 A (285 mg, 1.78 mmol) &iip^. 1 2mmmmm 
sSbfco S*6JS^7kT-#»?b. 2 N^^-e^iSi: b. i^^j:?^;UT'}SiB bfco 

S* bfeo mm^^> U ^-y;!/* ^ Ai^nvb^^^^'f - ("> U 25 g. 
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mmmm ^^'\t-> B^Ka:^;i/=2 : 1) -CMSSb. 2 - A )]^i3 r h - 7 
- ^ ^ J)^^ ^ ^> 'J :f -J - )\^ 224 mg (JRsfs 77 SDSMfii^Sfc LT»fco 
2-^;i/*rh'^>v^3j-^-9-v^-;i/©f^t)>){c2-;<;i/*rh-7-;'{^;v 

ik^ : 120 - 121°C 

IR (KBr) cm.: 3247, 2960, 1660, 1499, 1414. 
.H-NMR (CDCl.) 6 : 

1.20 (12H, d, J = 7.0 Hz), 2.59 (3H, s), 2.60-2.78 (8H, m), 
2.85 (2H, t, J= 6.8 Hz), 3.00 (2H, sept, J= 7.0 Hz), 3.21 (2H, s). 
3.49 (2H, t, J= 6.8 Hz). 7.13-7.31 (5H, m), 7.40 (IH, d, J = 7.8 Hz), 
8.61 (IH, br s). 

EIMS m/z (relative intensity): 526 (M.), 125 (100). 

2- [4- [2- (7 -ji >7.J\/^^=.J\/'^>'J>t-^VJ — )V- 2 J\^^:t) 
x^;i/] l^^^ >• > - 1 --f -N- (2, 6 - V T a )], y jl - 

2 - ^ 5^;i/^:t - 6 - ^ h D 7 :ii y — ;i/ (120 mg, 0.648 mmol) ®B^^?g?S 
(6 ml) izmn-^^mm^ b U a 4*«I^ (640 mg, 4.16 mmol) ^feinXv 5 

\ ^ =y y ^ - (i^ U ti^ )\' 50 g, iiravgJI ; ^' D D ^roUA-*^' D D;^;UA 
:;^<5'y— ;i/=5 0 : l->^DD;^;i/A:^^y— ;i/=4 : 1) "eifi^ f§ 
^n^cSSESrPK (12 ml) *?^Tx (450 mg, 6.88 mmol) S 

0.2 ml^An;ix MiStcJIt. 2 O^P^mJ?t;fe= >SJsS?«{cfia«^^ 
h U A*S:ia;t if^O d d A ttS u fc« i&ti^ ^fiSlDrftiS 

i?DVh^v7-f — (Jlgg^SSI^ :i'DD;^;i/A:>{^J'>'— ;i/=10 : 1) 1?!^ 
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KU. 2 - T ^ ^ - 6 - ^ > y —)u 26 mg (JtZ^ 21 %) * 

Z(Oy 3^ y —)Vpfi (25.5 mg, 0.136 mmol) ® j:^ ^' y — ;i/ ?g ?S (8 ml) iZi^ 
^:tJ^^-0-Ji^;UA U A (67.3 mg, 0.420 mmol) <£SP^. iDiftilSliT> 

x-^m^^. mm^^^LTzo mm.^iy tiv y y ^ - (>> 

'J *-y;i'2.5 g, m.mm^ ; ^ X2Uif.)],L, : 9 J = 1 Q : 1) 

2 r h - 7 - j< >;^;i/;^:^;i/'<> v/ tJ- — ;i/ 29.4 mg (JR^ 9 

4.4%) ^n^mmmti^xm. ^^^y— ;u-i^nD;j>;i/A-3i— 

ffl^ : 125 - 128*0 

IR (KBr) cm.i: 3449, 1660, 1503, 1426, 1322. 
.H-NMR (CDCh) 6 : 

1.21 (12H, d, J= 6,8 Hz), 2.66-2.71 (4H, m), 2.74-2.81 (4H, m), 
2.86 (2H, t, J = 6.8 Hz), 3.00 (2H, sept, J= 6.8 Hz), 3.22 (2H. s), 
3.26 (3H, s), 3.53 (2H, t, J= 6.8 Hz), 7.18 (IH, d, J= 8.3 Hz), 
7.19 (IH, d, </- 7.3 Hz), 7.29 (IH, dd. J= 8.3, 7.3 Hz), 
7.45 (IH, t, c/ = 7.8 Hz), 7.78 (IH, dd, J= 7.8. 1.2 Hz). 
7.84 (IH, dd. J= 7.8, 1.2 Hz), 8.60 (IH, br s). 

mna. islvf. mm±m^^fx.^is.iif-^'^my.xfjii AC ATmmn. uf^nzj]^ 
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itfffmm^^mi'^i)<D-cs>io -r&ij-fes *^iwid:> «3iB-«ftSC (I) -em^ 

-i-. Asssi\^:^mifi. :kmmm. mm^mmmit^ (aso) * if cDj^mor&jis. 
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Sif ^ <D $g BB 



1 . - 



jKtit ( I ) 



(CH2)I-N 





>o 2 iii^^, Rtt. m 



Yli. -NR,-, ^IR/S^, JiSiE«jS^. ]>'^it7>JVn^>^^L. 
1 0 ^ClN L 1 5 
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nJi. 0 J&:v^ t 3 ©^iSfc^^-To ) 
2 . I I ) 



(3:v- 




O 



N — (CH2)n — Z—C— |;j-Ar' ( II ) 




>® 2 jilli?g3i. X<±s ^ 



Yi±, -NR,-^ B$^/i7-s S)li$i®^, :^-'i'^^"> KXtt;:^;^^ Ux 
T'y)\y'^i^ym. )\ufryu=i-s ;!kS?Sx Bf MS UT * J: ^^^EiK4T i^^uS. 
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Hix 0 !6cvM, 1 5 ©SSt*^^ 
mttx 2 X{4 3 ©SESiJ*^ Us 
nttx 0 jSc V^ b 3 ©Sgfe^fe^fo ) 

3 . -j«J:S(ili) 



Ytt. -NR,-, s$^/^-T, ?5(tJ$/p^. ^'X{i;^;^;^>&7r^b. 

Z <i^ iii*i!it^X - N R , - b, 
-hDjIS, U>ffijgig, i?^ISkTJU=i JVyt^i^m, ^;i/^>r^Hffl, 

ia^^|^s&'^?bTt,J;^^T^ya£. x^, t^u^fu >i;:t#'>ffl*^e>jai(d:n?> i ~ 
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^\uv>m^. 7kS^S^ *>»v^:^ri^;i'S. t ;v n i/ ;i/ ^ = ;i/ 

f n A> 2 fliij&s-Jg t «t o T U > ;t ^ f>S * ^ b^ 

Itts 0 JStlrN b 1 5 OM^*^ b. 

mJis 2 Xld: 3 ©^gifS^ b> 
nli> 0 j5cv^ b 3 cDMIS^^f . ) 

4 . IV) 
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Yit. -NR,-, mmm'f-. mnm^. \'jntxjun-^>t:mL. 

Ar' (i, mPA-M^^ [.X ^u{&mT mmm^^ Lx ^ ^\.^i&m 

)\^^)V;f.-)\,m. {&mT E^^S * * L T J; V% iffiija 
-bniiS, ^)ymm. i^M7 )Vai^*yii^7.it:^) h-ffis 

Us 
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R.. R7> R.' . R7' s R.' * ^ Rt* ' . R.' ' • SVRt' ' ' J4x IrI 
^i^ij b K d^S/t;1/^;|/^. U ^^^^ j^^i/^^T^KS. BIfe 

1 {Is 0 tEc b 1 5 ©SSfS:^ 
mli. 2 3 b. 
ntts 0 * V^ b 3 ©fiStS^1-o ) 

7. ACATPia»ls iMBai*i3 1/ 7^ o -;vf&3SS®S^s ito 4^ :3 P :^ v=- d - 

8. ^mjsa.&. mmm.ib&. mM'snm. m.is^'&i^m^. m.ik^mm.m.. :Kmm. 

b 4 Jg © fBF S3«^ n:t'fb^%(. ^ cDigxii^i«fflti©fiefflo 

10. ACATias^Js ^BDSpSi :3 b X 7=- D — PBS^J, jto 4" =1 I' :^ 7^ n — ;i/ 

l?Ss j^Jtott't^jgtSl. i^Jfal4]PjK.«l> ;*;«jMJSOi^&5x ?&*S^J "T* & 5 iS«© igH 

1 1. ii*®«6Bi^ 1 b 4Ji©<BinA»t=g3J®$nfe^b^t»s -eoi^xttsSM^ 
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miUKD im^\±2m&.±<D^mA^. mm]tsL&. ibssi^ib&. mm'snm. Asia 
mmmit&. mstm^m. As6i&>Ci>i^^s s.M^mm^. xa^ :kmmi^ 
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